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Section 1. Introduction

This Porewater Sampling and Analysis Plan (SAP), prepared for the River Mile 11 East (RM11E)
Project Area, is submitted by Cargill, Inc. (Cargill); CBS Corporation; City of Portland (City);
DIL Trust; Glacier Northwest, Inc. (Glacier NW); and PacifiCorp, collectively referred to as the
RM11E Group. This SAP was prepared on behalf of the RM11E Group by Science and
Engineering for the Environment, LLC (SEE); Dalton, Olmstead and Fuglevand, Inc. (DOF); and
GSI Water Solutions, Inc. (GSI).

This SAP is part of the RM11E Supplemental Remedial Investigation and Feasibility Study
(Supplemental RI/FS). The Final Supplemental RI/FS Work Plan for RM11E (Work Plan; GSI
and DOF, 2013) provides a detailed description of the work being conducted pursuant to the
Statement of Work (SOW) contained within the Administrative Settlement Agreement and
Order on Consent (Settlement Agreement) (U.S. Environmental Protection Agency [EPA]
Region 10, CERCLA Docket No. 10-2013-0087). The RM11E investigation supplements the
Portland Harbor Superfund Site (Portland Harbor) Draft Final Remedial Investigation Report
(Draft Final RI Report; Integral et al., 2011) and the Draft Feasibility Study Report (Draft FS
Report; Anchor QEA et al., 2012) to inform selection and design of a final remedy at the RM11E
Project Area (Integral et al., 2011; Anchor QEA et al., 2012). The submission of this SAP is in
response to EPA’s communications to the RM11E Group in September 2013 requiring the
performance of a porewater investigation as part of the data gathering effort under the Work
Plan.

The RM11E Project Area is shown in Figure 1-1. The project area lies between approximately
RM 10.9 and RM 11.6 along the east bank of the Willamette River and includes Area of Potential
Concern (AOPC) 25 (from the Draft FS for Portland Harbor) and the riverbank area to the top of
the bank.

1.1 Purpose and Objectives

The purpose of the work described in this SAP is to meet a specific data need identified in
Section 2.4 of the SOW:

Porewater and Empirical Data to Inform Cap Design: Porewater quality, hydraulic gradients,
sediment texture, and other empirical data will be collected and evaluated for input into a
sediment cap isolation (advection/diffusion) model in order to inform cap design.

This SAP is for the collection of porewater and associated sediment data for the purpose of
supporting sediment cap isolation modeling, which will inform remedy selection and cap
design. The objective of this SAP is to collect data for use as input parameters into models to
support remedial selection and design for alternatives defined in the Draft FS Report. Site
remedies that may be evaluated for RM11E included Enhanced Monitored Natural Recovery
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(EMNR), engineered cap, in situ treatment, and removal®. These evaluations will be used for
both the Recontamination Assessment and the Implementability Study, as described in the
Work Plan.

1.2 Summary of Existing Sediment Data

Extensive bedded sediment, suspended sediment, and bank soil data have been collected in the
RML1I1E Project Area. As part of the Portland Harbor RI/FS process, the Lower Willamette
Group (LWG) and the City have collected and analyzed more than 60 surface sediment grab
samples in the RM11E Project Area. Several additional surface sediment samples have been
collected by shoreline property owners to support activities such as environmental permitting
and maintenance dredging at waterfront facilities. Previous sediment investigations that have
been conducted in the RM11E Project Area are described in Section 3.3 and Section 6.2.1 of the
Work Plan. Existing sediment data are included in the LIWG's Site Characterization and Risk
Assessment (SCRA) Database and the FS Sediment Database, and are discussed in the Draft
Final RI Report and Draft FS Report. New sediment data collected by the RM11E Group as part
of the Supplemental RI/FS will be documented in the forthcoming Field and Data Report, but
new data results germane to this porewater investigation have been incorporated into this SAP
where applicable.

1.3 SAP Preparation

This SAP is consistent with the approach and methodologies set forth in Appendix A (Quality
Assurance Project Plan) and Appendix C (Surface Sediment Sampling and Analysis Plan
Addendum) of the Work Plan (GSI and DOF, 2013).

The results of the Phase 1 Porewater Characterization, as described in Section 6.2.4.1 of the
Work Plan, will be presented in the Porewater Characterization Report.

1 Removal as an alternative will be evaluated both as dredging to a clean z-layer, and dredging to a
specified depth coupled with a sand cover, an engineered cap, or the addition of an amendment as part of
an engineered cap at the bottom of the dredge cut.
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Section 2. Porewater Study Design

The purpose of the porewater study is to provide additional data to inform remedy selection,
and cap design, consistent with Section 2.4 of the SOW. Polychlorinated biphenyls (PCB) in

sediments principally have defined the proposed remedial alternative footprint for RM11E in
the Draft FS Report (Anchor et al., 2012). As such, PCBs are the focus of this porewater study.

The general approach to the project involves the following key steps:

Selection of analytical tools (models) that will be used to meet project objectives.
Identification of data needs to meet the model input requirements.

Identification of sampling methods to satisfy data needs.

Ll .

Identification of sampling locations that will provide data representative of a range of
site conditions.

5. Sample collection and laboratory analysis.

Steps 1 to 4 are described in this section. Step 5 is detailed in Section 5.

2.1 Data to Inform Remedy Selection

The design of the porewater sampling program at RM11E is intended to provide measures of
the flux of PCBs within sediments, and a measure of the freely dissolved PCBs that move out of
the sediment and into the river. Selection and design of specific remedies within RM11E will
consider bulk sediment concentrations in the surface and subsurface sediments, as well as the
potential for advective and/or diffusive flux of PCBs from those sediments. The two controlling
factors to assess PCB flux are (1) site-specific partitioning constants and (2) the rate of exchange
from underlying contaminated sediments into the overlying surface sediments and to the
Willamette River.

Site-specific partitioning and rate of flux of PCBs are needed to adequately frame the models
that will inform both the Recontamination Assessment and the Implementability Study. To
define the data needed, it is first necessary to identify the models that may be used to evaluate
PCB flux including : (1) site-specific sediment to porewater partitioning constants and (2) the
rate of sediment porewater and surface water movement (flux) between sediment and overlying
surface water.

2.1.1 Remedial Design Models

The following models have been identified for use in the Recontamination Assessment and
Implementability Study: a two-carbon partitioning model to estimate the concentrations of
dissolved PCBs in porewater, and cap/amendment addition models. Each is described below.
While selection of specific models will be made as part of the Recontamination Assessment and
Implementability Study, the purpose of this SAP is to gather the data to support these models.
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1. Two-Carbon Partitioning Model for Determining Dissolved PCB Interstitial Water
Concentrations. An equilibrium partitioning model (EqP) was used in the Draft Final RI
Report to estimate flux from sediments into the overlying river water. These estimates
were based on theoretical calculations of dissolved PCBs in porewater using the bulk
sediment PCB concentration and the levels of total organic carbon (TOC).

A refinement of the EqP model, developed by EPA, is the two-carbon model (EPA,
2012a; Gschwend et al., 2011, 2013). The two-carbon partitioning model requires
measurement of PCBs in bulk sediments, PCBs in porewater, TOC, and black carbon
levels2. Collecting empirical data for these parameters through the porewater study will
allow calibration of a site-specific partitioning model. The site-specific model will allow
for a more reliable estimation of dissolved PCBs in surface and subsurface porewater
across the RM11E Project Area. The output from the two-carbon partitioning model will
be used in the Recontamination Assessment and Implementability Study to evaluate the
potential recontamination of surface sediment, monitored natural recovery, design
thickness and efficacy of a conventional cap, levels of in situ treatment (such as activated
carbon to sequester PCBs,) and the relative risks of remaining PCBs in post-dredging
residuals (Greenberg et al., 2014).

2. Cap/Amendment Addition Models. The model to evaluate conventional caps, in situ
remedy design, and efficacy for the Recontamination Assessment and Implementability
Study will be either the RECOVERY model developed by the U.S. Army Corps of
Engineers (Boyer et al., 1994; Ruiz and Gerald, 2001), or the model CAPSIM from Texas
Tech University (Lampert et al., 2012; Reible and Lampert, 2014). The RECOVERY
model is a relatively simple compartment model that principally models advective flux
by compression during cap placement and passive flux by diffusion thereafter. CAPSIM
is a more input-data-intensive model that typically is used for final design. However, it
allows for the evaluation of multiple sediment layers, active flux of contaminants from
groundwater intrusion, and a more explicit consideration of an active carbon addition.
Model selection and justification will be presented in the Recontamination Assessment
Report.

2.1.2 Inputs to the Model

Table 2-1 presents the required model parameters and their data sources for the two-carbon
partitioning model and for the two cap/amendment models under consideration. A
considerable amount of data was generated in connection with the Draft Final RI Report and the
subsequent RM11E studies (including those being conducted under the Work Plan) to develop
parameters for at least the cap/amendment models. Data that will be collected as part of this
porewater study will be considered for use in calibrating the two-carbon partitioning model.

Sediment PCB congener data, collected as part of this SAP, will allow comparison to PCB
porewater congener data and also will be used to evaluate correlations between congeners and
Aroclors measured in the RM11E Project Area. Likewise, data on the proportion of black

2EPA (2012a) defines black carbon as “A form of carbon produced by the burning of biomass and fossil
fuels that can accumulate in sediments. This form of carbon has a large affinity for hydrophobic
contaminants of concern (COC) and can substantially reduce bioaccessibility and bioavailability.”
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carbon, as a proportion of the TOC values previously reported, are lacking and will be collected
in this porewater study.

For the cap/amendment models, parameter data needs for sediment, surface water, and general
system properties (e.g., surface area being modeled, water flow through the site) can be met
with the existing information (Table 2-1). Groundwater data are being collected under the
Upland Groundwater and Bank Soil SAP (Appendix B to the Work Plan) and will be evaluated
in the Recontamination Assessment and Implementability Study. Data not currently available
include PCB partitioning and PCB porewater concentrations, both of which will be addressed
through this porewater study.

Maximum and minimum groundwater seepage (flux) rate(s) will be estimated based on a
standard approach that uses the hydraulic gradients (i) between upland wells and the
Willamette River (taking seasonal maximum and minimum gradients and diurnal tidal
variation into consideration) and an estimated range of hydraulic conductivity values (k) from
geologic samples from the shoreline wells and sediments collected in the area. A version of this
method (Lampert and Reible steady-state model, 2009) was used to evaluate capping in the
Portland Harbor FS. Seepage velocity will be calculated by multiplying gradient and hydraulic
conductivity. Mass flux will be estimated by multiplying seepage velocity by porewater
concentration.

Based on this evaluation, the data needs identified for this porewater study are:

e Concentrations of dissolved PCB congeners in porewater
¢ Concentrations of PCBs in bedded sediments as both Aroclors and congeners3
e Concentrations of TOC and black carbon in bedded sediment

e Concentrations of dissolved PCB congeners in surface water immediately above the
sediment porewater sampling locations

e Concentrations of dissolved PCB congeners in surface water immediately upstream of
the porewater sampling locations

While not a specific data need per se, estimated concentrations of dissolved PCBs based on the
EqP model used for the Draft Final RI Report will be compared to the measured PCB
concentrations in porewater based on the sum of all congeners, and then compared to the
estimates made using the calibrated two-carbon partitioning model. If advective flux is
observed, existing subsurface sediment data will be used to calculate subsurface porewater
concentrations and as model inputs for subsurface sediment concentrations.

The associated field and analytical activities to address these data needs are detailed in Section
4.

3 Bulk sediment samples will be collected as close as practicable to the porewater sampler. In discussions
with MIT it was decided that collecting a core at the time of passive sampler deployment could impact
the sediment column close to the passive sampler (leaving a hole in the bedded sediment), and thus could
compromise the porewater sampler exposure evaluation. This study will collect that sample at the time of
passive sampler retrieval.
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2.2 Sampling Methods

The RM11E porewater sampling will employ passive samplers developed at the Massachusetts
Institute of Technology (MIT). Passive samplers are capable of sorbing hydrophobic organic
compounds and have been demonstrated to be effective in quantifying PCBs in porewater at a
number of EPA sites (EPA, 2012b; Greenberg et al., 2014) ), including recent work on the Lower
Duwamish Waterway (Gschwend et al., 2013; HDR et al., 2013). Cleaned, inert sheets of
polyethylene (PE) are placed into rigid frames and a passive sampling device is pushed into the
sediment. In nature, organic carbon is the dominant sorption phase of hydrophobic organic
compounds such as PCBs (EPA, 2012). While there are many mass transfer processes that
control desorption of PCBs into porewater, and then sorption into a passive sampler, a large
body of research has demonstrated that plastic samplers such as PE act essentially as another
carbon sink, and that the PCBs will come into equilibrium between the three phases: sediment
carbon, dissolved in porewater, and in the passive sampler (Mayer et al., 2014).

If left sufficiently long in the sediment, until steady-state conditions exist, the PE will equilibrate
with the PCBs in porewater. However, for highly chlorinated PCBs, this can take months or up
to a year or longer (Tomaszewski and Luthy, 2008; Gschwend et al., 2012a; Ghosh et al., 2014).
To facilitate the use of a shorter PE exposure period, while still being able to calculate the PCB
concentration at equilibrium, performance reference compounds (PRC) will be impregnated
into the PE. These PRCs are essentially internal standards whose loss from the PE is used to
correct for the samplers' incomplete equilibration with the sediments (Fernandez et al., 2009).
For this porewater study, these PRCs will be stable isotope-labeled or deuterated forms of the
congeners with similar partitioning coefficients (log Kow) as the target congeners.

The data collection is intended to reflect remedial design conditions. Chemical isolation design
requires consideration of advective loading from subsurface sediment to surface sediment and
from surface sediment to surface water, both of which are driven in part by the groundwater
flux rate through the sediment. A controlling remedial design condition for groundwater flux is
the period when the river is at its lowest stage, such that the hydraulic head in groundwater
between the upland and the river is greatest. The low river stage for the Willamette River
normally occurs during August through November each year, and is, if practicable, the
preferred time to collect porewater data (Figure 2-1).

2.3 Porewater Sampling Program

2.3.1 Defining the Sampling Area

The sampling area is a subset of the overall RM11E Project Area and was established with
consideration of the following (Figure 2-2):

e Comprehensive Benthic Risk Area identified in Draft FS Report

e Alternative F Remedial Action Level footprint in the Draft FS Report

¢ Engineered Cap and In-Situ Treatment Areas identified in Draft FS Report
e Availability of paired Surface-Subsurface Previous Sampling Locations

e Surface and subsurface concentrations of PCBs and TOC
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Porewater inert-samples will be collected from an area with a wide range of PCB concentrations
in surface and subsurface sediment. Therefore, the results from this study will allow for the
assessment of porewater as a potential source of recontamination in other locations within the
RM11E Project Area.

2.3.1.1 Comprehensive Benthic Risk Area

The Draft FS Report identifies a near shore area of benthic concern between approximately RM
11.25 and RM 11.50. For RM11E, this is, in part defined by bioassays, but also by the EPA
guidelines for assessing benthic risk for contaminants of concern (COC). For RM11E, PCBs
represent the principal COC that defines this Comprehensive Benthic Risk Area (shown as a
hatched area in Figure 2-2). The porewater sampling area generally is contained within the
Comprehensive Benthic Risk Area for the RM11E Project Area because it represents a known
area of benthic concern.

2.3.1.2 Alternative F Remedial Action Level Footprint and Engineered Cap and In Situ Treatment
Areas

The Work Plan states that Alternative F from the Draft FS Report will be used as a conservative
footprint for the alternative analysis. Alternative F is defined by the 75 micrograms per
kilogram (ug/kg) PCB Remedial Action Level (RAL), and the Draft FS Report identified
engineered capping and in situ treatment as integrated remedial alternatives for RM11E in areas
located primarily beneath and behind the Glacier NW and Cargill docks (Figure 2-2). For the
purpose of the RM11E study, in situ treatment will be considered to be part of an engineered
capping remedy as it involves introducing sorbent amendments such as activated carbon
(AC) into contaminated sediments. Porewater data collected over a range of physical and
chemical conditions are intended to inform design and potential recontamination of both
engineered caps and in situ treatment areas. Consequently, the porewater sampling area
includes the engineered cap and in situ treatment areas shown in Figure 2-2 and is congruent
with the Comprehensive Benthic Risk Area.

2.3.1.3 Paired Surface-Subsurface Previous Sampling Locations with Elevated PCBs

To understand the nature of potential flux of PCBs from subsurface contaminated sediments, it
is beneficial to place porewater sampling stations at existing sediment sampling locations with
both surface and subsurface measurements of PCBs in sediment. Stations with elevated PCB
surface sediment concentrations are presented in Figure 2-3, and those with elevated subsurface
sediment concentrations in Figure 2-4.

Several paired surface and subsurface sediment PCB measurements are located within the
Comprehensive Benthic Risk Area, in the 75 pg/kg RAL, and in the vicinity of the Draft FS
Report-identified integrated engineered cap and in situ treatment footprints. Table 2-2 presents
sampled locations within the 75 pg/kg RAL footprint, including the physical (grain size, total
solids, TOC) characteristics and total PCB concentrations. To generate a wide range of
measured porewater data for calibrating the partitioning and cap models, these existing
sediment data were used in Section 2.3.2 to select porewater sampling stations located across a
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range of PCB sediment concentrations, TOC concentrations, and estimated porewater
concentrations4.

2.3.2 Porewater Sampling Stations

Figure 2-1 shows the proposed porewater sampling stations. Generally, the stations are
numbered from downstream to upstream (left to right in Figure 2-1) and from onshore to
offshore. The factors considered for their selection are presented in Table 2-3 and are discussed
on the basis of the grab (G) and core (C) pairings. Three stations are arrayed in a transect along
the Draft FS Report-identified integrated engineered cap/in situ treatment area (RM11E-PW002,
RM11E-PWO003, and RM11E-PW006), and in two transects extending offshore: RM11E-PW003,
RM11E-PW004, RM11E-PW005 and RM11E-PW002, RM11E-PW001. With the exception of
RM11E-PWO001, all of these data were collected in the 2009 sediment sampling event (Table 2-3).
The data for RM11E-PW001 were collected in 2007, with a re-collection of the surface sediment
sample in 2013. The bulk sediment data are of sufficient recency and quality to be used in this
study.

Sampling stations are presented in Table 2-3 and described below.

2.3.2.1 RM11E-PW001

This station is located at the paired surface/subsurface sediment sampling locations RM11E-
G079 and LWG-UG02/UC02. RM11E-PWO001 is within the Comprehensive Benthic Risk Area,
but is an area targeted for removal in the Draft FS Report. The station is represented by two
surface grab samples at approximately the same location, but at different concentrations; 5,900
ng/kg at UGO2 from the Draft FS Report, and 2,200 pg/kg at G079 from the recent
Supplemental Sediment Sampling. The TOCs are low (<0.5 percent) at both intervals, and the
corresponding PCB porewater concentrations (Cpw-s) are the highest estimated within the
RM1I1E Project Area. Subsurface PCB concentrations are non-detect. This station provides a
high total PCB value (> 2,000 pg/kg) with a low TOC, which will provide useful data for
calibration of the two-carbon partitioning model. Furthermore, it would be expected that any
flux of dissolved PCBs into the overlying water column would be solely from the surface
sediment.

2.3.2.2 RM11E-PW002

This station is located at the paired surface/subsurface sediment sampling locations RM11E-
G022/C019. RM11E-PWO002 is within the Comprehensive Benthic Risk Area and is located in an
area identified for possible in situ treatment in the Draft FS Report. While not indicated in the
Draft FS, capping may also be possible in this area. PCB concentrations in the upper 1.5 meters
are relatively low (178 to 340 pg/kg), and higher at 1.5 to 2.0 meters below mudline (bml) (6,200
ng/kg). TOC averages approximately 2 percent through the sediment column, and in the

4 Porewater concentrations were estimated in Table 2-3 (EPA, 2012a) based on total PCB concentrations,
TOC, and the same octanol-water coefficient used in the Bioaccumulation Modeling Report (Kow = 6.14)
(Windward, 2009). Individual PCB congeners that were not detected were not included in the total PCB
porewater estimation. Consistent with EPA guidance and the Draft Final RI Report, calculating EqP
porewater concentrations require a detectable PCB and > 0.2 percent TOC. Where either of those
conditions did not exist, the PCB porewater concentrations were not calculated.
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surface intervals the calculated C,w (18.3 - 36.1 nanograms/liter [ng/L]) is near the PRG for
ecological receptors (RAO7 - Table 2-4) of 14 ng/L. In the 1.5- to 2.0-meter interval, the Cp,w is
868 ng/L, and at 5 ng/L in the lowest interval. Data from this station will be used to represent
conditions where dissolved PCBs may be advecting into surface-sediment porewater from the
elevated PCBs in subsurface sediment. These data may indicate whether the higher levels of
TOC in the sediment column effectively sequester PCBs, which may be indicated by lower flux
into the overlying surface water.

2.3.2.3 RM11E-PW003

This station is located at the paired surface/subsurface sediment sampling locations RM11E-
G026/ C022. RM11E-PWO003 is within the Comprehensive Benthic Risk Area and is located in an
area identified for potential in situ treatment in the Draft FS Report. Capping may also be
possible in this location. PCB concentration levels are relatively high in the surface sediment
(1,400 ug/kg), lower in the middle section of the subsurface sediment column (30.9 to 90.5
centimeters [cm] at 370 pg/kg), and elevated in the deepest segment down to 140 cm (1,500
ng/kg). TOCs range from 1.35 to 1.91 percent; the calculated C,w is highest in the surface
interval (217 ng/L) and lower below. Data from this station will be used to represent conditions
where PCBs may be advecting into surface-sediment porewater from the elevated dissolved
PCBs in subsurface sediment.

2.3.2.4 RM11E-PW004

This station is located at the paired surface/subsurface sediment sampling locations RM11E-
G027/C023. RM11E-PW004 is within the Comprehensive Benthic Risk Area, and outside of the
Draft FS Report-designated cap or in situ treatment area. This location was selected because of
its relatively low PCB surface sediment concentration (133 pg/kg), with elevated PCB
concentrations in the subsurface sediments (650 to 3,300 pg/kg) down to approximately 3
meters bml. TOC and estimated Cpy, are low (0.46 percent and 57.2 ng/L) at the surface interval,
and are higher at depth (0.86 to 1.6 percent TOC and 105 to 802 ng/L). Data from this station
will be used to represent conditions where dissolved PCBs may be advecting into surface-
sediment porewater from the elevated PCBs in subsurface sediment. With the low TOC level in
surface sediments, flux measured in the overlying surface water may be attributable to flux
from the subsurface sediments.

2.3.2.5 RM11E-PWO005

This station is located at the paired surface/subsurface sediment sampling locations RM11E-
G028/C024. RM11E-PWO005 is outside of the Comprehensive Benthic Risk Area, but is within
the 75 ng/kg total PCB RAL in the region targeted in the Draft FS Report for removal. It has a
relatively moderate surface sediment PCB concentration (373 ng/kg) and low subsurface
contamination levels (<4 .4 ng/kg TOC is 1.4 percent in the surface sediment, but less than 0.1
percent in the lower intervals). Cpw is estimated at 49 ng/kg in the surface, but cannot be
estimated for the lower intervals. This station provides an intermediate total PCB value (less
than 500 png/kg) within the range of data needed for calibration of the two-carbon partitioning
model. Furthermore, it would be expected that any flux of dissolved PCBs into the overlying
water column would be solely from the surface sediment.
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2.3.2.6 RM11E-PW006

This station is located at the paired surface/subsurface sediment sampling locations RM11E-
G033 and C029. This station is within the Comprehensive Benthic Risk Area, and was identified
as a possible in situ treatment site in the Draft FS Report. It is also a potential site for capping.
PCB concentrations at the surface are 2,000 pg/kg and then are non-detect to a depth of at least
4 meters. The TOC is low (0.46 percent), and the estimated Cpy, is 908 ng/L. This station
provides a high total PCB value (> 1,000 pg/kg) with a low TOC, which will provide data for
calibration of the two-carbon partitioning model. Furthermore, it would be expected that any
flux of dissolved PCBs into the overlying water column would be solely from the surface
sediment.

2.3.2.7 RM11E-PWO007 - Upriver Reference Location

This station, will be located at the previous upstream surface sediment sampling location
RM11E-C043. This station (sediment, porewater, and surface water) may provide insight on
which PCB congeners are contributed by upstream sources. Data from this station will provide
an upriver measure of dissolved porewater PCBs in a relatively uncontaminated (non-detected
at 1.7 pg/kg) area, and also as a measure of the upriver concentrations of dissolved PCBs in the
overlying water (Figure 2-1). The in-sediment analytical data from the upstream station should
also serve a second function in defining the lower boundaries (lowest PCB congener
concentration) for the two-carbon partitioning model.

2.4 Preliminary Remediation Goals as Design Inputs

Additional inputs to the porewater study design are the remedial action objectives (RAO) and
preliminary remediation goals (PRG) that are being developed for Portland Harbor. Table 2-4
shows the PCB RAOs and PRGs applicable to this porewater study (as provided by EPA to the
LWG on March 3, 2014). To the extent practical, bulk sediment analytical reporting limits
should be below the lowest sediment PRG of 4 ng/kg, while the porewater measurements
should target a total PCB reporting limit of 0.0064 ng/L. Reporting limits are discussed further
in Section 5.
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Section 3. Project Organization

This section summarizes the organizational structure, responsibilities, and resources employed
to support this SAP, including field activities, laboratory services, data validation, data
management, and reporting.

3.1 Team Organization and Responsibilities

This SAP will be implemented by a team of consultants and subcontractors that will be retained
by DOF. DOF is the primary common consultant retained by the RM11E Group and will
contract principally with SEE and GSI to accomplish this work

3.1.1 Project Manager (PM)

Paul Fuglevand, PE (DOF), is the senior Project Manager (PM). In this role, he will provide
general oversight of the work and will be the point of contact for the RM11E Group. Paul will
work closely with SEE and GS], as discussed below, and other project staff members to ensure
that the project objectives are achieved. Principal deviations from the SAP will not be made
without prior approval from the PM.

The PM generally is responsible for the following;:

e Oversee the planning and implementation of all field sampling efforts in accordance
with this SAP.

e Coordinate with the Field Director (FD) to address any field problems and approve
deviations from this SAP.

e Communicate with the RM11E Group regarding the schedule, performance, and any
anticipated deviations from sampling and analysis activities.

3.1.2 Field Director (FD)

Tim Thompson (SEE) is the Technical Project Lead (TPL) for the porewater investigations. He
will serve as the lead scientist and FD for all sampling activities. He will report directly to the
PM and coordinate with other project staff members. The FD generally is responsible for the
following:

e Direct the planning and implementation of all field sampling efforts, including
arranging for necessary sampling equipment and overseeing the operations of vessel
subcontractors (described below).

e Mobilize for field work and direct all aspects of the sampling to ensure that the
appropriate procedures and methods are used in accordance with this SAP.

e Coordinate closely with the PM, Sampling and Analysis Coordinator (SAC), and field
staff members to address any field problems, deviations from this SAP, or emergencies
that may arise.
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¢ Function as the Field Safety Officer and ensure that the sampling activities adhere to the
Health and Safety Plan (HSP).

e Track the schedule and performance of the sampling and analysis activities according to
this SAP in direct coordination with the PM.

The FD will work closely with the PM and SAC to fulfill the listed responsibilities and may be
assisted at times by other project staff members.

3.1.3 Sampling and Analysis Coordinator (SAC)

Erin Carroll Hughes (GSI) will be the SAC and will work closely with the PM and FD. The SAC
generally is responsible for the following;:

e Coordinate with the owners of waterfront properties with active working docks, marine
operations, and vessel traffic to ensure that, to the extent possible, the consultant team’s
access to these properties will not interfere with the normal activities conducted at these
properties, and will accommodate periodic operational and security limitations resulting
from these operational activities.

¢ Receive and maintain copies of field documentation and laboratory chain-of-custody
forms.

e Assist the FD in tracking the schedule and performance of the sampling and analysis
activities according to this SAP.

e Assist with sampling efforts.
e Assist with safety operations.

e Assist with investigation-derived waste (IDW) management and ensure that it is
removed in a timely manner from properties owned and/or operated by RM11E Group
members.

The SAC may be assisted at times by the FD, PM, and other project staff members.

3.1.4 Field Support

Subcontractors anticipated to be used to support this work are listed below by work type:

¢ Ballard Marine Construction (BMC). Commercial divers from BMC will be used to: (1)
conduct an initial pre-deployment field reconnaissance of the proposed porewater
sampling locations; (2) place the porewater samplers at predetermined locations; and (3)
after approximately 60 days, retrieve the porewater samplers and take surface sediment
cores at the same locations where the samplers were retrieved.

o  Willamette Cultural Resources Associates, LTD. (Willamette CRA). David Ellis of
Willamette CRA and his team will provide cultural resource monitoring services, as
necessary, during sample processing (see Section 4.5).

3.1.5 Data Validation and Management Support

The data validation and data management subcontractors are listed below by work type:
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e Pyron Environmental, LLC. Mingta Lin of Pyron Environmental will serve as Chemical
Quality Assurance (QA) Manager responsible for laboratory coordination and oversight,
and will conduct the quality review of analytical data. The Chemical QA Manager will
be the final arbiter of any data qualifiers that may be needed to the laboratory-reported
result. A data validation report will be written for the project, and will be included in the
appendices of the final report. Mr. Lin previously worked with SEE, ALS Environmental
(ALS), and MIT on the Lower Duwamish porewater sampling program, and is familiar
with the methods, QA and quality control (QC) requirements, and the data validation
procedures for this PE sampling.

¢ Data Management (GSI). GSI will assign a Data Manager (DM) who will maintain the
project database, and will coordinate directly with the PM, FD, SAC, Chemical QA
Manager, and primary contract laboratory, as needed. Validated laboratory results will
be provided as electronic deliverables to the DM by the Chemistry QA Manager. The
DM will coordinate with the Chemistry QA Manager to determine the appropriate
database structure, verify the satisfactory electronic transfer of validated data, maintain
the integrity of the database, and oversee all data queries and reporting.

3.1.6 Senior Chemist

Dr. Philip Gschwend, along with his staff at MIT, will participate in the project as the Senior
Chemist for conducting the porewater sampling at RM11E. He will serve as an advisor for the
preparation of the passive samplers, on how to impregnate the samplers with PRCs, and aid in
the interpretation of the results. The methods being used for this project were developed by his
laboratory at MIT. He will coordinate with the primary contract laboratory, to prepare the
passive samplers, impregnate the samplers with PRCs, and aid in the interpretation of the
results. In addition, a subset of collected field sediment samples and passive samplers will be
sent to MIT as part of the project QC program as a check on the reliability and accuracy of the
analytical method. The accuracy of porewater measures in assessing PCBs is expected to be
similar to those reported by Gschwend et al. (2011).

3.1.7 Laboratory Services

ALS, of Kelso, Washington, is the primary contract laboratory and will perform chemical
analyses on the passive samplers and the sediment samples collected. Jeff Christian will serve as
the Laboratory Project Manager to oversee laboratory performance in accordance with the
QAPP Addendum (Appendix A of the Work Plan). He has served as ALS’s (formerly Columbia
Analytical Services) project manager for a number of sediment characterizations conducted by
DOF and SEE, and is familiar with the analytical objectives of this project. ALS is a certified by
the National Environmental Laboratory Accreditation Program; method certifications for the
laboratory are included in Appendix A of the Work Plan.

3.2 Regulatory Oversight

Regulatory oversight will be provided by EPA. Sean Sheldrake is the site Remedial Project
Manager (RPM) for EPA and he may be supported at times by other technical staff members
and consultants. As the lead agency for all activities related to site assessment for the Portland
Harbor RI/FS, EPA will oversee implementation of the activities associated with the RM11E
Settlement Agreement and SOW and coordinate feedback on deliverables from other agencies

Porewater Sampling and Analysis Plan Page 13
River Mile 11 East - Portland, Oregon May 2014



and the tribes that are overseeing the work to be performed by the RM11E Group. As noted in
Section 4.5 of this SAP, a Field Change Request form will be submitted to Sean Sheldrake via
email if sample locations need to be moved more than 10 meters from the initial target. Contact
information for these requests is:

Sean Sheldrake, Unit Diving Officer, RPM
EPA Region 10, 1200 Sixth Ave., Suite 900
Seattle, WA 98101
sheldrake.sean@epa.gov

3.3 Health and Safety

The primary hazards for the sampling event are physical hazards associated with the river
environment and working on a vessel with heavy and mobile equipment in and around
working docks and marine operations with frequent vessel traffic. Diving for sediment sample
collection also requires careful adherence to safety procedures and a diving-specific HSP
prepared by the diving contractor. The field crew will exercise sound field judgment and
practices to maintain a safe working environment during sample collection and all other field
activities. The field crew will comply with HAZWOPER regulations under 29 CFR 1910.120,
exercise due care to maintain the integrity of in-water structures, avoid interfering with marine
operations and other activities conducted at and around the working docks, and comply with
all operational and security limitations, as directed by the FD and the vessel operator.

GSI prepared a project-specific HSP (Appendix D of the Work Plan) for sediment grab
sampling. BMC prepared a diver HSP for under-dock sediment sampling. Both HSPs
incorporated EPA review comments. Those approved plans will be used as appropriate in the
development of supplemental HSPs for the Porewater SAP activities for the field staff and
divers. The HSPs for the Porewater SAP will be submitted to EPA at least 6 weeks before the
planned mobilization for porewater sampling.

As noted above, the FD will function as the Field Safety Officer during the field work and will
coordinate with the diver Field Safety Officer to determine the limits of safe practice and
operating conditions during field activities. The FD will confirm that field personnel have up-
to-date 8-hour HAZWOPER refresher safety training and medical monitoring, if required. The
FD will lead the safety meeting at the beginning of the field work and daily safety briefings each
morning before beginning field activities. The FD also will provide a safety briefing to any new
participant involved in the field activities.
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Section 4. Field Activities to Support Porewater
Sampling

This section describes the activities to support porewater sampler placement and retrieval, as
well as the collection of surface sediment samples (30 cm bml) from the porewater sampling
locations upon retrieval. As noted previously, the field methods and analyses are similar to
those employed on the Lower Duwamish Waterway in Seattle, Washington (Gschwend et al.,
2013; HDR et al., 2013). An overview of the field placement of passive samplers in the Lower
Duwamish Waterway in 2012 is posted on the EPA Region 10 Dive Unit Web site.5

4.1 Overview of the Porewater Sampling Approach

For the RM11E porewater sampling, the passive samplers will be impregnated with the PRCs at
ALS’s laboratory at Kelso, Washington, and mounted into the sampling frame just before
deployment. Each frame will have 50 x 10 cm strips of PRC-labelled PE. At each sampling
location, two passive sampling devices (PSD) will be deployed, approximately 8 inches apart.
Divers will install the samplers at the selected sampling locations, to a target depth of 30 cm
bml, leaving 20 cm of the PE extending above the mudline in the overlying surface water. The
sampler will be left to interrogate the sediment and overlying water for approximately 60 days.

At the time of retrieval, prior to removal of the sampler, a 40- x 10-cm-diameter core will be
inserted between the two PSDs at each station, and then the PSDs will be removed. Once the
PSDs are removed and secured on the support vessel, the core will be extracted. The PE frame
itself will be labeled, wrapped in foil, and stored on ice for transport. Likewise, the collected
cores will be capped and labeled in the field; both the PE and collected sediment will be
transported in separate ice-filled coolers to ALS’s laboratory at Kelso, Washington, for further
processing.

At ALS, the PE will be removed from each frame and cut initially into two sections: the
sediment (lower 30 cm) section and the surface water (upper 20 cm) section. These sections will
be further cut into 5-cm-wide longitudinal strips thereby creating and making available
replicate sediment and surface water samples representing the full depth profile available for
analysis or archiving at each station. The individual strips will be wrapped in aluminum foil,
labeled, and placed into labeled jars at ALS. For each sampling location, the PE will be extracted
and analyzed for the 209 PCB congeners, as well as the 5 PRC congeners. The PE from at least
two locations will be sent to MIT for confirmation sampling analysis.

The collected sediment cores provided to ALS will be extruded, logged, photographed, and
composited for analysis of total solids, grain size, PCB Aroclors, PCB congeners, TOC, and black
carbon (Table 4-1). Only the top 30 cm of sediment in the core tube will be collected for analysis.

5 http:/ /www.epa.gov /region10/pdf/diveteam/duwamish_passive sampling 2013.pdf
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Methods for laboratory analyses are discussed in Section 5. The remainder of this section covers
field activities.

4.2 Sample Location and Sample Designations

Sampling locations are presented in Table 2-3 and Figure 2-2. Sampling locations include six
onsite RM11E locations, and one upriver location, with one field replicate for a total of eight sets
of analyses at ALS. The number and type of chemical analyses are presented in Table 4-1. The
location and identification of each sample are presented in Table 4-2. Location identifications for
these stations are noted as RM11E-PW for “porewater” and are numbered 001 - 007 (e.g.,
RM11E-PWO007). The field replicate currently is targeted for collection at station RM11E-PW004
and as such would be designated as PW504. The field replicate station may change based on
sediment characteristics and/or physical obstructions encountered during sampling. Sample
identification number (ID) are further delineated as “PWP” for porewater sample, “PWW” for
the overlying surface water passive sample, and “PWG” for the grab sediment sample. For the
MIT confirmation samples, “b” is added to the sample designation. For example, RM11E-
PWWO0O05b is the surface water passive sample from station 5.

The specific sampling and analyses scheme is provided in Table 4-3.

4.3 Navigation and Sample Locating

This Porewater SAP incorporates by reference the Sediment Sampling SAP Addendum
(Appendix C of the Work Plan) Section 3.2 on Navigation Sampling and Station Locating.
Appendix C of the RM11E Work Plan describes the navigation equipment and procedures,
which are consistent with those previously employed for previous sediment sampling. This
includes both horizontal and vertical measures of station position. In addition, this Porewater
SAP includes a Standard Operating Procedure (SOP) for Diver-Placement and Retrieval of
Passive Samplers and Co-located Sediment Samples (Attachment 3). The FD will coordinate
safety, navigation, positioning, and communication with the divers during placement and
retrieval. A copy of the SOPs, which contain more detailed information on sample location and
positioning, will be on board the sampling vessel throughout deployment, retrieval, and
sediment sampling activities.

4.4 Field Porewater Reconnaissance Survey

A pre-deployment field reconnaissance and initial trial placement of the passive samplers was
conducted on May 2, 2014. The intent of the reconnaissance survey was to determine whether
the gravel, sand, and anthropogenic materials found during the 2009 grab sampling and coring
would either prevent effective sampler insertion or, alternatively, damage the PE during
placement and retrieval.

Prior to undertaking the reconnaissance survey, modifications to the sampler and procedures
described in the March 3, 2014, draft SAP and SOP were made. Modifications were based upon
EPA comments dated April 3, 2014, and the RM11E Group response to comments dated April
17, 2014, which was discussed with EPA in a conference call on April 22, 2014. EPA
acknowledged the RM11E Group Response to EPA Comments on April 24, 2014. These changes
included modifying the sampler size, adding of a detachable diver-operated hammer assembly
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to assist installation of the PE sampler into the substrate, and adding a removable stainless-steel
cover over the PE to protect the sampler during insertion. Those modifications were
incorporated into the Passive Sampling SOP (Attachment 3) and were implemented during the
reconnaissance survey.

The results of the reconnaissance survey are presented in Attachment 4. Placement and
retrieval of the passive samplers were tested at the three inshore stations where anthropogenic
debris was observed during the 2009 sampling: RM11E-PW002, RM11E-PW003, and RM11E-
PWO006. Successful insertion and retrieval was achieved at all three locations, with no tears or
other visible stress in the PE sheets.

The results of the reconnaissance survey indicate that these methods will be suitable for
successful deployment and retrieval of the passive samplers in the RM11E Project Area.

4.5 Field Deployment and Retrieval Methods

Field deployment and retrieval methods are documented in the Passive Sampling SOP
(Attachment 3). Those methods were developed following the SOPS developed by MIT for
passive sampler deployment (Gschwend et al., 2012b). The detailed procedures for PE sampler
deployment, retrieval, and collection of the co-located sediment sample at retrieval are covered
in Sections 6 through 9 of the Passive Sampling SOP (Attachment 3) and briefly summarized
below. The relevant portions of the Passive Sampling SOP (Attachment 3) will be reviewed at
the start of each day’s dive operations with the field and dive team.

Health and safety procedures for diving onsite were developed by BMC for the reconnaissance
survey, and followed during field deployment. Passive samplers will be pre-loaded with the
PCB PRCs at ALS following the ALS SOP for Preparing Polyethylene (PE) Passive Samplers and
PCB Congener Performance Reference Compounds Loading (Attachment 5). The FD will load
the PE into the passive sampling device at ALS, wrap each sampler individually in aluminum
foil, and bring the passive samplers to the site in an ice-filled cooler

Two passive samplers will be deployed and separately anchored at each station. This
replication is in part to ensure against the potential loss of a sampler, and to ensure adequate
sample for replication and archive. The potential for sampler loss necessitates a different
deployment and anchoring approach for the relatively protected inshore stations, versus those
stations offshore of the docks within the river. These differences are noted below, and in detail
in the Passive Sampling SOP (Attachment 3).

e For the three inshore stations (RM11E-PW002, RM11E-PW003, and RM11E-PW006), the
passive samplers will be tethered to either dock pilings or other suitable structures. Two
tether lines per sampler will be deployed.

e For the three locations that are offshore on the riverward side of the Glacier dock
(RM11E-PWO001, RM11E-PW004, and RM11E-PWO005, two anchor lines per sampler will
be deployed and attached to sediment anchors.

e For each offshore station, pingers (Benthos ALP365 Pinger) will be attached to the
samplers to assist in location and retrieval at the end of the exposure period.

Porewater Sampling and Analysis Plan Page 17
River Mile 11 East - Portland, Oregon May 2014



e Upstream location RM11E-PWO007 is exposed to river currents, but it is anticipated there
will be a tether point (potentially onshore) for the anchor line. If no tether point is
available, the samplers will be anchored to the sediment and equipped with a pinger for
future location.

e Buoys will not be attached to the lines to minimize any possibility of public interference
with the samplers.

At each location, the passive sampler(s) will be taken out of the ice-filled cooler, fitted into the
insertion assembly, fitted with stainless steel covers, and attached via a carabiner to a weighted
tag line. The tag line serves two purposes: (1) to provide an additional anchor to secure the
sampler frames during deployment and (2) to help locate the sampler again at the end of the
deployment period. The sampling area is an active shipping area with vessels docking regularly
at both the Glacier NW and Cargill docks. The offshore tag lines will need to be anchored using
a shore anchor, or similarly constructed anchor, driven into the sediment.

The divers will be equipped with underwater video and surface communications. To the extent
practicable, the sample location will be established by the differential global positioning system
(dGPS) on board the vessel. An anchored tag line will be dropped to the river floor at the
established station coordinates, and the diver will follow that line down to the sediments to
drive the samplers. Once on bottom, the diver will operate to minimize disturbance of the
surface sediment. The FD will view the general sample location on video, look for areas of soft
sediment and minimal debris, and coordinate the selection of the actual sampling location with
the diver. If the diver is required to move the location, the line anchor will be moved to the
actual sampling location, and a new coordinate fix will be taken.

Sample locations will be maintained within 10 meters (approximately 30 feet) of the proposed
locations in Table 4-2 and target areas with comparable sediment characteristics to satisfy the
rationale and objectives for the sample. If sample locations must be moved more than 10 meters
from the initial target, a RM11E Group representative will call and/or e-mail the EPA Remedial
Program Manager (RPM) to discuss proposed field changes. If the RPM cannot be reached, the
RM11E Group representative will call and/or e-mail the Project Manager for EPA’s oversight
contractor, CDM, to discuss proposed field changes. A Field Change Request form will be
submitted via e-mail as a followup to any sampling location changes (see Attachment 1 for an
example). Decisions to relocate samples and new sampling coordinates will be recorded in the
field logbook.

After a sampling location is confirmed, the diver will manually insert the passive sampler 30 cm
into the sediment and then remove the stainless steel PE covers. The passive sampler insertion
assembly has a built-in stop so that the sampler cannot penetrate deeper than 30 cm. Should the
diver be unable to successfully insert the sampler, it will be withdrawn and inspected. If the
stainless steel PE protective plates are still in place, the diver may proceed with a second
insertion attempt. If the protective plates are not in place the diver will inspect the PE for any
rips or tears. If the diver notes any rips or tears in the PE membrane before or during insertion,
sample deployment must be aborted and a new sampler obtained in order to proceed.

The on-board field staff will record the time of sampling, dGPS coordinates, diver observations
during placement, mudline elevation, and depth of sampler penetration into the sediment.
Upon successful insertion of the first passive sampler, a second sampler will be lowered to the
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diver. The second sampler will be inserted approximately 8 inches apart (two diver-gloved fist-
widths), parallel to the first sampler. After insertion of the samplers, the diver will secure the
tag lines to anchors, or tether the lines to fixed piling or other suitable in-water structure.

After approximately 60 days, the dive/field team will return to the sampling locations to
retrieve the passive samplers, as further described in the Passive Sampling SOP (Attachment 3).
For the inshore stations (RM11E-PW002, RM11E-PW003, and RM11E-PW006), and the upriver
station (PW007), the tag line previously secured to a piling or other tie-point will be located, and
the diver will follow the line to the samplers. For the offshore stations (RM11E-PW001, RM11E-
PWO004, and RM11E-PW005), the passive samplers will be located using a hand-held pinger
locator (Benthos DPL-275).

Before pulling out the passive sampler, the diver will measure the length of the PE exposed to
the water (i.e., the portion of the PE above the sediment surface), and report it to the FD who
will record that in the field notebook The diver will then push the sediment core sampler. Care
will be taken by the diver to ensure:

e That the core is driven between the two PE samplers approximately 2 inches (2 diver-
gloved fingers) from each sampler

¢ That the core drive is strictly vertical in order to not contact and potentially damage the
PE sheets

o That the integrity of the sediment stratigraphy for core logging at the laboratory is
preserved

The diver will communicate to the on-board field staff the approximate length of core drive,
which will be recorded in the field notebook. After driving the sediment core sampler, it will
remain in place until the diver removes and secures the passive samplers and then notifies the
support team that the passive sampler may be lifted to the surface via the tag line. Once those
are secure on the boat, the diver may withdraw the sediment sampler, placing a cap over the
bottom and top of the core tube immediately after removal from the sediment. The sediment
sampler is then secured to a tag line, and raised to the boat.

Onboard, the passive samplers will be rinsed immediately with deionized water and rubbed
with a clean Kimwipe™ to remove any adhering sediment. The general condition of the passive
sampler will be noted in the field log (e.g., intact, tears in the PE, biofouling, presence of oil), the
sample’s ID will be recorded onto the sampler sleeve, and then the entire sampler will be
wrapped in aluminum foil. The station ID will be recorded again with an indelible marker on
the aluminum foil, along with the date and time. The passive sampler then will be placed into
the ice-filled cooler for transport to ALS in Kelso, Washington, for processing and analysis.

Sediment core samples collected also will have the station ID recorded onto the sample tube;
this can be scratched directly onto the tube. The penetration depth will be again confirmed with
the diver, and the amount of material retained in the core tube will be measured and recorded
in the field log. Minimum acceptable recovery requirements will follow the SOP Section 8-10.
The core lids will then be secured with duct tape, and the sample ID, date, and time will be
written using an indelible marker onto the taped lids with an arrow indicating the direction to
the surface of the sediment. “TOP” will be written onto the taped lid indicating the sediment
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surface. These secured cores then will be placed upright into the ice-filled cooler for transport
and processing and analysis at ALS.

The samples must remain in the custody of the FD or SAC at all times during the transport to
and processing at ALS.

4.6 Post-Processing PE Samplers

All post-processing will be done by the FD and SAC at ALS” Kelso, Washington, facility. At
ALS, the sampler first will be photographed, and then the PE will be removed from the frame.
The PE surface will then be wiped and rinsed free of surface particles and coatings. This may
include a brief (<1 minute) wiping with a hexane-soaked Kimwipe® (or equivalent) to remove
oily or tarry exterior staining. If still wet, the PE surface will be blotted dry with a clean wipe.
The PE is then cut with a clean razor blade initially into two sections as shown in Table 4-3: the
sediment section (lower 30 cm) and the surface water (upper 20 cm) section. These segments
will be further cut longitudinally into widths of 5 cm by 20 or 30 cm long for the water exposure
and sediment exposures, respectively.¢ To immediately analyze the samples, the cut PE will be
placed into labeled jars. Samples to be archived will be re-wrapped into clean aluminum foil
envelopes, labeled, rolled, and then inserted into a 1-liter clean borosilicate jar. A separate label
will be affixed to the outside of the jar. The sampling labels will note the sample ID, date of
sampling, personnel processing the sample, and analyses to be run or archived. A small
quantity of laboratory-grade water will be placed into the passive sample jar to prevent
dehydration. The amount of laboratory-grade water added to the sample jar will be recorded.

4.7 Sediment Core Sample Processing

Processing of the diver-collected cores also will occur at ALS in Kelso, Washington, by the FD
and SAC. Before processing, each core tube will be measured to establish the acquisition
(recovery) as measured by the amount of material retained in the tube. The diver-noted
penetration, along with the acquisition measure, will be recorded as percent recovery on the
core log.

It is anticipated that these short cores will be able to be extruded onto a clean sheet of aluminum
foil for logging and compositing. The time, date, personnel present, sediment type, stratigraphic
features, and presence or absence of any visible contamination will be recorded in the core log
for each core. In addition, photographs of each core will be taken. Each core photograph will
include a label denoting station, time and date, and a scale (tape measure) showing depth bml.
Each core will be examined by a senior sediment scientist who is familiar with site conditions,
and those observations will be recorded in a sediment coring log.

Only the top 30 cm of the cored material will be placed into a decontaminated stainless-steel
bowl for homogenizing. Rock larger than coarse gravel (16 millimeters), large organisms, and

¢ If the mudline at the time of retrieval as measured by the diver is higher or lower than when the
sampler was installed, the analyzed sections will need to be adjusted in the laboratory. If sediment has
accreted, the section that is above the original 30 cm sediment exposure will be cut out separately and
archived, but not analyzed. Where erosion has occurred, the new section exposed to the water will be
excised and archived, and the sediment-exposed PE segment adjusted accordingly.
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pieces of debris will be removed and noted in the field logbook. The sediments will be mixed to
visible uniformity”, and subsamples from this homogenate then will be transferred into the
appropriate containers for individual analyses. The samples required and the jar size are
presented in Table 4-4.

4.8 Sample Handling, Custody, and Transport

This study will follow the handling, chain-of-custody, and transport requirements defined in
the RM11E Focused Sediment Characterization SAP (GSI, 2009) and summarized in Section 3.4
of the Sediment Sampling SAP Addendum (Appendix C of the Work Plan). Transfer of both the
passive samples and the sediment samples to ALS at Kelso, Washington, will occur after
completion of the post-processing by the FD and SAC.

4.9 Cultural Resource Monitoring

David Ellis and Matt Goodwin of Willamette CRA have been retained to oversee potential
cultural resources found in the RM11E Project Area. David has provided training to GSI field
staff to define what kinds of artifacts and deposits require examination and documentation by a
professional archaeologist. A Willamette CRA archaeologist was present during the initial
Supplemental RI/FS sampling conducted in November 2013 to inspect surface sediment grab
samples. No sensitive prehistoric or historic artifacts were found during this sampling or
previous RM11E sediment sampling conducted in this area. This archaeologist will be on-call
during logging and processing of diver-collected surface sediment samples at the laboratory. If
archaeologically sensitive prehistoric or historic artifacts are discovered at this time, the FD will
contact the archeologist and follow the procedures described in the Inadvertent Discovery Plan
(Attachment 2 of this SAP). All personnel will follow Oregon State Historic Preservation Office
guidelines for known sites and isolated finds (Oregon Revised Statute [ORS] 358.905-358.955) or
sites along scenic waterways (ORS 390.805-390.925).

7 Visible uniformity means a homogenous mixture of color, texture, density, and particle density that is
free of any clay clasts
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Section 5. Laboratory Analyses

This section: (1) describes the chemical parameters to be analyzed, (2) identifies analytical
laboratories and analytical methodologies, (3) defines data quality goals, and (4) specifies
analytical data reporting and validation requirements. Except as noted in this Porewater SAP,
all laboratory QA and QC procedures will follow those prescribed in Section 3 of the Quality
Assurance Project Plan Addendum (Attachment A) of the Work Plan. Significant deviations
from these procedures will be documented in the Porewater Characterization Report.

5.1 Chemical Analyses

The analytical approach for this sampling event corresponds to the project objectives stated in
Section 2. The analytical parameters include:

e Porewater

0 PCB congeners (including PCB PRCs) extracted from passive samplers
e Sediment

0 Total solids (TS)

0 Grain size

o TOC

0 PCB congeners

o0 PCB Aroclors

0 Black carbon

The analytical schedule for each sample location is summarized in Table 4-1 and detailed in
Table 4-3.

5.2 Porewater Samplers

The analytical methods for the passive samplers have been developed at ALS with assistance
from MIT. The analytical methods at ALS were developed generally following the MIT-
developed SOPs procedures for passive sampling listed below:

e Passive PE Sampling in Support of In Situ Remediation of Contaminated Sediments:
Standard Operating Procedure for polyethylene device (PED) Preparation (Gschwend et
al., 2012b)

e Passive PE Sampling in Support of In Situ Remediation of Contaminated Sediments:
Standard Operating Procedure for PE Analysis (Gschwend et al., 2012c)
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The ALS SOP for sampler preparation and PRC loading is substantively similar to the MIT SOP,
with modification noted for PRCs used and reporting limits as described below. ALS" SOP is
presented in Attachment 5 of this SAP. The ALS SOP for analysis of the PE by EPA Method
1668C is presented in Attachment 6 of this SAP.

Chemical analyses run on the PE sheets include the following:

¢ PRC Loading Validation: During the preparation of the passive sampling device for
field deployment and before field deployment, a single piece of the PRC-loaded PE will
be extracted for each sample location set and analyzed at ALS in Houston, Texas, to
validate initial PRC loading concentrations. Select PCB congeners in Table 5-1 will be
used as PRCs. PRC confirmation will be done by EPA Method 1668c (see below);
recovery standards employed by ALS also are listed in Table 5-1.

e PCB Congeners in the Field-Samplers: Passive samples will be extracted using
methylene chloride and run by EPA Method 1668c at ALS in Houston, Texas. This
method uses high-resolution gas chromatography/high resolution mass
spectrophotometry. Itis commonly referred to as high resolution GC/MS. Attachment 6
to this SAP is the ALS SOP for conducting PCB congener analyses by EPA Method
1668c. Samples will be cut into longitudinal strips as discussed in Section 4.6, and
analyzed as noted in Table 4-3. The anticipated method detection limit (MDL), method
reporting limit (MRL), and QC parameters for the 209 PCB congeners in PE are
presented in Table 5-2. Split samples sent to MIT will be run by high-resolution gas
chromatography/low-resolution mass spectrometry (HGRC/LRMS) (Gschwend et al.,
2012c). This method is commonly referred to as low-resolution GC/MS.

5.3 Sediment Analyses

Specific sample preparation and analytical methods for each of the analytes are summarized in
Table 5-4. These are described briefly below.

5.3.1 Conventionals

All sediment will be analyzed by ALS in Kelso, Washington, for a limited set of conventional
analytes including total solids, TOC, and grain size. The analyses of these parameters will
follow respective protocols specified in the following documents:

o EPA Test Methods for Evaluating Solid Waste (SW-846).Third Edition and Revised Update
IIA. Office of Solid Waste and Emergency Response, Washington, D.C. April 1998.

e EPA Methods for Chemical Analysis of Water and Wastes (MCAWW) EPA /600/4-79-020,
Revised March 1983.

e PSEP Recommended Protocols for Measuring Conventional Sediment Variables in Puget Sound,
Puget Sound Water Quality Authority, March 1986.
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5.3.2 PCB Aroclors and Congeners

Analyses of PCB Aroclors in sediment will be performed by ALS in Kelso, Washington, while
PCB congeners will be performed by ALS in Houston, Texas. The PCB homologues and
congeners analyses at ALS will follow the protocols below:

o EPA Method 8082A Polychlorinated Biphenyls (PCBs) by Gas Chromatography, February
2007.

e EPA Method 1668C - Chlorinated Biphenyl Congeners in Water, Soil, Sediment, Biosolids, and
Tissue by HRGC/HRMS, April 2010.

PCB congener (EPA Method 1668C) data will be evaluated and reported down to the MDL.

Samples sent to MIT will be prepared using solvent extraction with an accelerated solvent
extraction system (ASE) followed by HRGC/LRM -SIM.

5.3.3 Black Carbon

The analysis of black carbon will be performed by ALS in Phoenix, Arizona, following the
protocols below:

e Standard Operating Procedure for Sample Preparation for Black Carbon (Soot) in Sediment by
Chemothermal Oxidation Pretreatment and Combustion/ Thermoconductivity or Infrared
Detection. CAS SOP 9/20/2010. (Attachment #7 to this SAP).

5.3.4 Standard Reference Material

Standard Reference Material (SRM) analyses are required for parameters at a frequency of one
analysis per 20 samples or one analysis per preparation batch, whichever is more frequent.
Specific SRM should be used for respective type of analysis, as specified below:

¢ National Institute of Standards and Technologies 1941b for TOC
e SRM-911 for PCB Aroclors

The acceptance range for SRM recovery is 20 percent of the certified 95 percent confidence
interval. Any corrective actions necessary will be taken in accordance with recovery outliers per
the U.S. Department of Defense (DOD) Quality Systems Manual, Appendix DoD-B (DOD, 2010).

5.4 Laboratory QA/QC Procedures

Laboratory QA /QC procedures are defined in Appendix A of the Work Plan, which follows the
use of standard EPA methods and other accepted methods and standard analytical procedures
for the target analytes. Analytical methods and QC measurements and criteria will be based on
current Contract Laboratory Program and SW-846 requirements, and EPA guidance. The
parameters used to evaluate data quality are listed in Table 5-5. For sediments, the ALS MDLs
and MRLs are given in Table 5-6, with accuracy and precision control criteria listed in Table 5-7.
Finally, the data quality goals for PCB congeners in sediments are presented in Table 5-8.
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Additional laboratory methods, QA procedures, and QA/QC requirements for the sampling as
well as data validation procedures are included in the QAPP Addendum (Appendix A of the
Work Plan).

5.5 Archived Samples

Both PE samples and sediment samples for each station will be archived according to the
conditions listed in Table 4-4. Upon receipt of validated data, all archived samples will be
disposed of by ALS.
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Section 6. Data Management

Data management protocols for both field data and electronic data will be consistent with those
used throughout the Supplemental RI/FS and the previous RM11E Focused Sediment
Characterization (GSI, 2009a, 2009b, 2010a). The objective is to provide consistent, accurate, and
defensible documentation of data quality, and incorporate data management protocols used for
the Portland Harbor RI/FS (Integral, 2007), RM11E Focused Sediment Characterization, and
Downtown Portland Sediment Characterization (GSI, 2009c).

Data generated in the field will be documented and managed as described in the RM11E
Focused Sediment Characterization SAP (GSI, 2009a) and Section 7 of the Work Plan. Significant
deviations from those documents, as well as key components worthy of restatement, are
described in this section.

6.1 Field Data Management

6.1.1 Field Documentation

Field activities and observations will be documented in field logbooks during implementation
of the sampling activities. Field forms describing the sediment characteristics will be completed
for all sediment samples. Chain-of-custody forms will be maintained as part of the field records.
Examples of field data sheets and forms are provided in Attachment 1 of this SAP.

The field records will be kept in the project file as a permanent record of the sampling or field
measurement activities. All field records will be copied, scanned, and/or entered into an
electronic spreadsheet to create an electronic record for the project file. QA reviews by the FD or
SAC will check for electronic/hard copy consistencies and identify anomalous values or
erroneous entries.

6.1.2 Sample Identification

All samples will be assigned a unique ID consisting of five components that will indicate the
sampling event, type of study, type of sample, station ID, and field QC sample type (if
applicable):

e The first component is “RM11E,” identifying the data as belonging to the RM11E Project
Area.

e The second component begins with a “PW”, designating the porewater study.

e The third component will be either a “P” indicating a PE porewater exposure, a “W”
indicating a PE overlying water exposure, or a “G,” representing the diver grab surface
sediment sample type.

e This will be followed by the unique station ID. For this study, the first unique station
will be designated 0001.
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¢ The final component identifies the QC sample type. For split samples, a number of 500
will be integrated with the station number of the original sample. For equipment rinsate
blanks, a number of 900 will be integrated with the station number.

Examples of the unique sample identifiers are shown in Table 4-2 and below:
e RMI11E-PWP001: A porewater sample from Station 001.
e RMI11E-PWG502: Duplicate grab sediment sample from Station 002.

6.2 Electronic Data Management

The electronic field data will be incorporated into the project database by the DM. Management
of electronic data files is described in Section 7 of the Work Plan and data from this and the
other supplemental investigations will be managed in accordance with those guidelines.
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Section 7. Schedule and Reporting

The schedule for deliverables is presented in Table 7-1. A pre-deployment field reconnaissance
took place in conjunction with the under-dock sediment sampling on May 1 and 2, 2014. The
findings of the reconnaissance and modifications to the sampling technique have been included
in this SAP

As discussed in Section 2.2 the preferred time to collect porewater data from sediment at
RM11E is when the river is at its lowest stage, which normally occurs during August through
November each year (Figure 4-1). Based on these seasonal fluctuations, the placement of the
passive samplers currently is scheduled to occur in early August 2014 (Table 7-1). Timing of the
placement of samplers, to the extent practicable, will be timed to avoid potential periods of non-
typical sediment disturbance in the RM11E Project Area, such as dredging or dock repairs.

Passive samplers will be deployed for a period of approximately 60 days. This deployment
schedule is longer than that used previously on the Lower Duwamish Waterway, but based on
those data; Dr. Gschwend recommended a longer exposure period to allow for better
equilibration and porewater measurements for the Willamette River program. Actual
deployment and retrieval times may vary from the 60-day target based on vessel traffic
considerations at the Glacier NW and Cargill docks.

Based on an anticipated deployment in early August 2014, samplers will be retrieved in early
October 2014. Chemical analyses will take 30 days; validated data then would be expected 3
weeks after that. The draft Porewater Characterization Report will be delivered to EPA within
90 days of retrieval of the samplers.

Reporting will be consistent with that described in Section 9.4 of the Work Plan. The Porewater
Characterization Report will document field activities and analytical results from the porewater
investigation and describe any deviations from this SAP. The Porewater Characterization
Report also will include the evaluations described in Section 6.2.4 of the Work Plan for the
Phase 1 Porewater Characterization and compare the measured porewater data from this study
with (1) calculated porewater values from the two-carbon partitioning model and (2) estimated
porewater PCB concentrations using the same Equilibrium Partitioning approach used in the
Draft Final RI Report and the Draft FS Report. The capping models will be developed separately
as part of the RM11E Implementability Study.

As discussed in Section 2.1.1, porewater data and associated modeling will be used in the
Recontamination Assessment and Implementability Study to evaluate the potential
recontamination of surface sediment, monitored natural recovery, design thickness and efficacy
of a conventional cap, levels of in situ treatment (such as activated carbon to sequester mobile
PCBs), and the relative risks of remaining PCBs in post-dredging residuals. To appropriately
consider the findings of the porewater sampling program in the Recontamination Assessment
and Implementability Study, those draft reports will be submitted 60 days after submission of
the Porewater Characterization Report.
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Table 2-1. Two-Carbon EqP and Cap Model Parameters

and Data Source

Model Parameters

Data Source

Contaminant Properties

Contaminant

PCBs

Sediment-water partitioning coefficients

Porewater Study

Water Diffusivity

Porewater Study

Flux of PCBs sediment surface to overlying water

Porewater Study

Flux of subsurface PCBs to surface sediments *

Porewater Study

Estimated diffusive flux rates

Porewater Study

Contaminated Sediment

Depth of surface layer

Portland Harbor RI

Depth(s) of contaminated sediment layer(s)

RM11E Database

Surface sediment area

RM11E GIS-calculated

Subsurface sediment area(s)

RM11E GIS-calculated

Contaminant Concentrations

Surface sediment

Subsurface sediment layer(s)

RM11E Database
2012 Supplemental Data
Porewater Study Data

Fraction Organic Carbon

Surface sediment

Subsurface sediment layer(s)

RM11E Database
2012 Supplemental Data
Porewater Study Data

Fraction Black Carbon

Surface sediment

Subsurface sediment layer(s)

RM11E Database
2012 Supplemental Data
Porewater Study Data

System Properties

Suspended solids concentration in water (g/m3)

Portland Harbor RI

Sediment porosity

RM11E Recontamination
Assessment

Sediment particle density

RM11E Recontamination
Assessment

Wind speed

Portland Harbor RI

Resuspension velocity

RM11E Hydrodynamic Study

Burial velocity

RM11E Hydrodynamic Study

Settling velocity

RM11E Hydrodynamic Study

Surface Water Column

Flow through (m>/y)

Portland Harbor RI

Residence time, year

Portland Harbor RI

Project surface area

RM11E GIS-calculated

Project water depth

RM11E Bathymetric Data

Concentration of contaminant in surface water (ug/L)

Portland Harbor RI

Subsurface Water

Hydraulic Gradient

RM11E Recontamination
Assessment

Hydraulic Conductivity (by sediment layer)

RM11E Recontamination
Assessment

Effective Porosity (by sediment layer)

RM11E Recontamination
Assessment

Darcy Velocity

RM11E Recontamination
Assessment

Average Linear Groundwater Velocity

RM11E Recontamination
Assessment

Page 1 of 2
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Porewater Sampling and Analysis Plan
River Mile 11 East

Table 2-1. Two-Carbon EqP and Cap Model Parameters May 2014
and Data Source
Model Parameters Data Source
Contaminant concentration in upland groundwater wells RM11E Supplemental RI/FS
Advective flux of contaminants to surface sediments Porewater Study
Estimated advective flux rates Porewater Study
Active Cap Properties
Active Cap Layer thickness TBD
Cap Materials -Granular (G) or Consolidated Silty/Clay (C) TBD
Active Cap consolidation depth TBD
Underlying sediment consolidation due to cap placement TBD
Porosity TBD
Particle Density TBD
Active Layer Loading kg/m“/cm TBD
Kd in active layer Porewater Study
Depth of Interest, z- from cap-water interface Porewater Study
Fraction organic carbon at depth of interest Porewater Study
Sediment/Conventional Cap Properties
Contaminant Pore Water Concentration Porewater Study
Conventional Cap layer fraction organic carbon TBD
Colloidal Organic Carbon Concentration TBD
Conventional Cap Placed thickness TBD
Conventional Cap Consolidation Depth TBD
Conventional Cap Layer Thickness TBD
Cap Materials -Granular (G) or Consolidated Silty/Clay (C) TBD
Conventional Cap Layer Porosity TBD
Conventional Cap Layer Particle Density TBD
Conventional Cap Layer Diffusion Coefficient TBD

Note:

1 If advective flux is observed, existing subsurface sediment data would be used to calculate subsurface porewater
concentrations and as model inputs for subsurface sediment concentrations.

GSI| Water Solutions, Inc. and
Page 2 of 2 Science and Engineering for
the Environment, LLC.



Porewater Sampling and Analysis Plan

River Mile 11 East

May 2014
Table 2-2. Physical Characteristics and Total PCB Concentrations of Select Sediment Samples.
Sample Location Conventionals Grain Size Total PCBs
Proposed . . Samplin Tota! Total Percent Fines s
Porgwater Sample Name Depth Class Location Sample Coordinates® Elevation | River Mile |Sample Date Intervsl (Cgm) organic solids (clay + silt) Total PCBs® | Qualifier
Location ID Name carbon
Northing Easting Start | End pct pct pct ug/kg
LW3-UG02 Surface Sediment uGo02 689302.7147 | 7643999.701 -40 11.2 1/31/2007 0 23 0.36 79.5 3.66 6000 JT
PwW001° LW3-UC02-B Subsurface Sediment uco2 689306.2653 | 7644001.036 -40 11.2 2/7/2007 30 90 0.11 79.6 0.99 2.2 uT
LW3-UC02-C Subsurface Sediment uco2 689306.2653 | 7644001.036 -40 11.2 2/7/2007 90 216 0.16 86.9 1.39 2 uT
RM11E-G022 Surface Sediment G022 689344.289 |7644176.022 -23 11.3 5/7/2009 0 21 2.03 60.8 37.5 180 JT
RM11E-C019-C Subsurface Sediment C019 689335.281 | 7644172.393 -28 11.3 5/21/2009 91.4 | 152.4 1.96 59.8 - 340 T
PW002 RM11E-C019-D Subsurface Sediment C019 689335.281 | 7644172.393 -28 11.3 5/21/2009 | 152.4 | 213.4 2.1 59.1 63.2 9000 T
RM11E-C019-B Subsurface Sediment C019 689335.281 | 7644172.393 -28 11.3 5/21/2009 305 | 914 1.92 57.8 57.1 210 T
RM11E-C019-E Subsurface Sediment Co019 689335.281 | 7644172.393 -28 11.3 5/21/2009 213 301 2.65 61 -- 75 T
RM11E-G026 Surface Sediment G026 689248.567 |7644329.234 -16 11.3 5/8/2009 0 17 1.35 56.5 33.8 1400 JT
PW003 RM11E-C022-B Subsurface Sediment C022 689257.569 | 7644334.365 -15 11.3 5/20/2009 305 | 914 1.67 66.9 -- 390 JT
RM11E-C022-C Subsurface Sediment C022 689257.569 | 7644334.365 -15 11.3 5/20/2009 91.4 140 1.91 61.6 55.4 2800 T
RM11E-G027 Surface Sediment G027 689168.259 | 7644261.375 -43 11.3 5/8/2009 0 22 0.4 67 -- 140 JT
RM11E-C023-B Subsurface Sediment c023 689165.162 | 7644265.515 -42 11.3 5/21/2009 305 | 914 0.86 74.8 9.3 4300 T
PWO004 RM11E-C023-C Subsurface Sediment C023 689165.162 | 7644265.515 -42 11.3 5/21/2009 914 | 152.4 1.17 68.1 -- 2100 T
RM11E-C023-D Subsurface Sediment c023 689165.162 | 7644265.515 -42 11.3 5/21/2009 | 152.4 | 213.4 1.62 64.9 -- 2200 JT
RM11E-C023-E Subsurface Sediment c023 689165.162 | 7644265.515 -42 11.3 5/21/2009 | 213.4 | 301 1.29 63.9 28.7 670 T
RM11E-G028 Surface Sediment G028 689072.902 | 7644163.446 -51 11.3 5/8/2009 0 28 1.4 65.3 17.8 380 JT
RM11E-C024-B Subsurface Sediment C024 689065.852 | 7644169.518 -51 11.3 5/27/2009 305 | 914 0.06 79.3 0.73 1 uT
PW005 RM11E-C024-C Subsurface Sediment c024 689065.852 | 7644169.518 -51 11.3 5/27/2009 91.4 | 152.4 0.04 79.2 -~ 8.4 T
RM11E-C024-D Subsurface Sediment C024 689065.852 | 7644169.518 -51 11.3 5/27/2009 | 152.4 | 213.4 0.06 84.9 -- 1 uT
RM11E-G033 Surface Sediment G033 689004.644 | 7644579.379 -47 11.4 5/13/2009 0 25 0.46 67.1 8.58 2000 JT
RM11E-C029-B Subsurface Sediment C029 689005.433 | 7644581.765 -22 11.4 6/23/2009 305 | 914 0.84 64.1 62.9 1.3 uT
RM11E-C029-C Subsurface Sediment C029 689005.433 | 7644581.765 -22 11.4 6/23/2009 91.4 | 152.4 0.45 69.9 - 1.3 uT
PWO006 RM11E-C029-D Subsurface Sediment C029 689005.433 | 7644581.765 -22 114 6/23/2009 | 152.4 | 213.4 0.89 65.8 -- 1.3 uT
RM11E-C029-E Subsurface Sediment C029 689005.433 | 7644581.765 -22 11.4 6/23/2009 | 213.4 | 304.8 1 67.4 -- 1.3 uT
RM11E-C029-F Subsurface Sediment C029 689005.433 | 7644581.765 -22 11.4 6/23/2009 | 304.8 | 396.2 0.45 68.4 -- 1.3 uT
RM11E-C029-G Subsurface Sediment C029 689005.433 | 7644581.765 -22 11.4 6/23/2009 | 396.2 | 436 0.26 67.5 -- 1.3 uT
-- LW3-G776 Surface Sediment G776 689693 7643560 -39 11.1 12/5/2007 0 22 0.75 66.2 14 2700 JT
-- LW3-UG01 Surface Sediment UuGO01 689712.7928 | 7643655.366 -22 11.1 2/1/2007 0 19 1.12 71.3 4.88 320 NJT
-- RM11E-C010-A (R2) [Surface Sediment C010-R2 689650.969 | 7643668.096 -50 11.1 5/22/2009 0 30 1.73 76.7 21.2 100 T
- RM11E-G006 Surface Sediment G006 689808.294 | 7643449.952 -48 11.1 5/5/2009 0 12 1.95 67 -- 230 JT
-- RM11E-G008 Surface Sediment G008 689807.121 | 7643609.54 -15 11.1 5/6/2009 0 17 3.06 44.8 32.8 35 JT
- RM11E-GO010 Surface Sediment G010 689647.586 | 7643468.155 -52 11.1 5/6/2009 0 20 0.32 83.6 -- 10 JT
-- RM11E-G013 Surface Sediment G013 689650.365 | 7643666.758 -47 11.1 6/15/2009 0 17 1.27 82.3 -- 94 JT
-- RM11E-GO76 Surface Sediment G076 689723.505 | 7643543.729 -42 111 10/31/2013 0 25 0.974 69.7 8.99 110 T
-- RM11E-C010-B Subsurface Sediment C010-R2 689650.969 | 7643668.096 -50 111 5/22/2009 305 | 914 2.25 78 -- 63 T
-- RM11E-C010-C Subsurface Sediment C010-R2 689650.969 | 7643668.096 -50 111 5/22/2009 914 | 152.4 0.17 74.8 - 11 JT
-- RM11E-C010-D Subsurface Sediment C010-R2 689650.969 | 7643668.096 -50 111 5/22/2009 | 152.4 | 169 0.05 88.1 -- 1 uT
GSI| Water Solutions, Inc. and
Science and Engineering for
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Porewater Sampling and Analysis Plan

River Mile 11 East

May 2014
Table 2-2. Physical Characteristics and Total PCB Concentrations of Select Sediment Samples.
Sample Location Conventionals Grain Size Total PCBs
Proposed . . Samplin Tota! Total |[Percent Fines s
Porgwater Sample Name Depth Class Location Sl Coordinates® Elevation | River Mile [Sample Date Intervsl (c?n) organic solids (clay + silt) Total PCBs” | Qualifier
Location ID Name carbon
Northing Easting Start | End pct pct pct ug/kg

-- LW3-G777 Surface Sediment G777 689429 7643780 -39 11.2 12/5/2007 0 21 0.17 84.1 1.68 57 JT
- RM11E-C012-A Surface Sediment Cc012 689614.395 | 7643820.979 -37 11.2 5/20/2009 0 30.5 1.35 68.3 - 98 JT
-- RM11E-GO015 Surface Sediment G015 689614.385 | 7643820.976 -36 11.2 6/16/2009 0 29 1.57 67.4 27 120 T
- RM11E-G019 Surface Sediment G019 689411.595 | 7643927.274 -44 11.2 6/16/2009 0 23 0.81 76.8 - 110 T
-- RM11E-G020 Surface Sediment G020 689313.605 | 7643838.02 -55 11.2 5/7/2009 0 27 0.2 86 - 91 JT
- RM11E-G065 Surface Sediment G065 689449.982 | 7644061.258 -12 11.2 6/18/2009 0 28 1.24 60.8 -- 170 JT
-- RM11E-C012-B Subsurface Sediment C012 689614.395 | 7643820.979 -37 11.2 5/20/2009 30.5 914 1.82 66.5 30.5 160 T
- RM11E-C012-C Subsurface Sediment Cc0o12 689614.395 | 7643820.979 -37 11.2 5/20/2009 91.4 | 152.4 0.21 88.4 - 5.7 T
-- RM11E-C012-D Subsurface Sediment C0o12 689614.395 | 7643820.979 -37 11.2 5/20/2009 152.4 | 213.4 0.07 86 - 1 uT
- RM11E-C012-E Subsurface Sediment Cc0o12 689614.395 | 7643820.979 -37 11.2 5/20/2009 213 274 0.02U 82.7 - 1.3 uT
-- LW3-G778 Surface Sediment G778 689191 7644130 -38 11.3 12/5/2007 0 22 0.4 74.8 6.01 580 T
- LW3-G779 Surface Sediment G779 688958 7644450 -41 11.3 12/5/2007 0 23 0.43 79.1 4.77 200 JT
-- LW3-GCA11E-C00 |[Surface Sediment GCAl1E 689225.7872 | 7644252.526 -22 11.3 12/6/2007 0 24 0.81 64 6.58 6600 JT
- LW3-GCRSP11E (Surface Sediment GCRSP11E | 689209.5283| 7644357.169 -12 11.3 10/18/2007 0 12 1.13 64.1 24.2 11 T
-- RM11E-G023 Surface Sediment G023 689279.58 |7644091.381 -51 11.3 5/7/2009 0 17 0.51 69.5 - 1000 JT
- RM11E-G024 Surface Sediment G024 689175.117 | 7643998.105 -52 11.3 5/7/2009 0 20 0.36 78.2 4.67 77 JT
-- RM11E-G025 Surface Sediment G025 689032.375 | 7643983.176 -52 11.3 5/8/2009 0 25 1.4 63.5 - 96 JT
- RM11E-G029 Surface Sediment G029 689157.349 | 7644476.222 -33 11.3 5/12/2009 0 19 1.18 69.4 5.95 2300 JT
-- RM11E-G030 Surface Sediment G030 689066.829 | 7644394.977 -51 11.3 5/8/2009 0 20 0.89 65.6 - 190 JT
- RM11E-G066 Surface Sediment G066 689066.88 | 7644539.042 -27 11.3 6/18/2009 0 23 0.99 68.8 18.8 350 JT
-- RM11E-G067 Surface Sediment G067 689290.948 | 7644246.88 -22 11.3 6/15/2009 0 26 0.33 71 8.31 56 T
- RM11E-G082 Surface Sediment G082 689107.134 | 7644280.414 -35.2 11.3 10/31/2013 0 20 0.626 69.3 4.81 910 T
-- RM11E-G036 Surface Sediment G036 688889.563 | 7644708.497 -23 114 6/15/2009 0 25 1.4 64.9 17.4 1300 JT
- RM11E-G037 Surface Sediment G037 688803.942 | 7644574.373 -56 114 5/13/2009 0 28 1.1 64.2 -- 110 JT
-- RM11E-G039 Surface Sediment G039 688796.273 | 7644755.595 -23 114 6/15/2009 0 28 0.61 70.5 18.8 22 JT
-- RM11E-G064 Surface Sediment G064 688687.254 | 7644823.096 -27 114 6/15/2009 0 15 0.59 85.5 - 1600 JT
-- RM11E-C033A Surface Sediment CO033A 688819.388 | 7644600.851| -53.65 114 6/4/2009 0 30.5 1.9 61.3 - 190 uT
-- RM11E-G043 Surface Sediment G043 688577.551 | 7644827.386| -48.15 114 7/26/2009 0 30 1.77 534 - 16.3 JT

Notes:

1. Northing and easting coordinates exist in the following coordinate system: NAD 83 Oregon State Plane North Zone, International Feet.

2. "Total PCBs" reflect total PCB congener results where available, and total PCB Aroclor results where congener analysis was not conducted. Analyte group totals follow the FS data summation as described in Appendix R of the Draft FS report for the Portland Harbor (Anchor QEA et al.,

2012). Calculated totals are the sum of all detected concentrations, and non-detected results are included in the summation at one-half the method detection limit (MDL). If none of the analytes is detected for a given sample, then the highest MDL is used for the summation.

3. Sample LW3-UGO02 was collected by the Lower Willamette Group. Sample RM11E-G079 was collected in 2013 from approximately the same location. Both station results are reported here.

Acronyms:

PCB = Polychlorinated biphenyl U = The material was analyzed for, but was not detected. The associated numerical value is the sample quantitation limit.

TOC = Total Organic Carbon J = The associated numerical value is an estimated quantity.

ug/kg = micrograms per kilogram T = The associated numerical value was mathematically derived (e.g., from summing multiple analyte results such as Aroclors, or calculating the average of multiple results for a single analyte).

-- No Data
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Table 2-3. Location and Rationale for Porewater Sampling Locations. Stations presented from downstream to upstream.

Porewater Sampling and Analysis Plan

Proposed Previous . Total PCB Sum PCB Comprehensive In-Situ Subsurface
Porewater Sample Sample Coordinates® Previous Sample | Sample | Start Depth | End Depth Aroclors | TOC (%)| Aroclor Cy, Benthic Risk Tregtment/ Removal Total PCB
Location ID | Locations Code Date (cm) (cm) e )2 L) Area Engineered Concentration
Hg/kg (ng/L) Cap >1,000 pg/kg
UG02 | 689302.7 | 7643999.7 LW3-UG02| 1/31/2007 0 23 6000 | JT | 0.36 34171
. G079 689302.8 | 7644009.5 RM11E-G079| 10/31/2013 0 23 2300 | JT | 0.491 936.1
PW001 UC02 | 689306.3 | 7644001.0 LW3-UC02-B| 2/7/2007 30 90 22 |UT| 041 | not calculated Yes No ves No
UC02 | 689306.3 | 7644001.0 LW3-UC02-C| 2/7/2007 90 216 2 |UT| 0.16 | notcalculated
G022 689344.3 | 7644176.0 RM11E-G022| 5/7/2009 0 21 180 | JT| 2.03 183
6893353 | 7644172.4| RMI11E-C019-B| 5/21/2009 31 91 210 | T | 1.92 22.7
PW002 co1o 6893353 | 7644172.4| RMI11E-C019-C| 5/21/2009 91 152 340 | T | 1.96 36.1 No Yes No Yes
6893353 | 7644172.4| RMI11E-C019-D| 5/21/2009 152 213 9000 | T | 21 868.2
6893353 | 7644172.4| RMI11E-CO19-E| 5/21/2009 213 301 75 | T | 265 55
G026 689248.6 | 76443292 RM11E-G026| 5/8/2009 0 17 1400 | JT| 1.35 216.7
PW003 022 689257.6 | 7644334.4| RMI11E-C022-B| 5/20/2009 31 91 390 | JT| 1.67 46.7 Yes Yes No Yes
689257.6 | 7644334.4| RMI11E-C022-C| 5/20/2009 91 140 2800 | T | 1.91 164.1
G027 689168.3 | 76442614 RM11E-G027| 5/8/2009 0 22 140 |JT| 04 57.
6891652 | 7644265.5| RMI11E-C023-B| 5/21/2009 31 91 4300 | T | 0.86 801.7
PW004 023 689165.2 | 76442655] RM11E-C023-C| 5/21/2009 91 152 2100 | T | 1.17 214.3 Yes No Yes Yes
689165.2 | 76442655] RMI11E-C023-D| 5/21/2009 152 213 2200 | JT| 162 229.5
689165.2 | 76442655]| RMI11E-C023-E| 5/21/2009 213 301 670 | T | 1.29 104.9
G028 689072.9 | 7644163.4 RM11E-G028| 5/8/2009 0 28 380 |JT| 14 49.05
PWO0S C024 689065.9 | 7644169.5| RMI11E-CO24-B| 5/27/2009 31 91 10 |UT| 0.6 | not calculated No No Ves No
C024 689065.9 | 7644169.5| RM11E-C024-C| 5/27/2009 91 152 84 | T | 004 | notcalculated
C024 689065.9 | 7644169.5| RM11E-C024-D| 5/27/2009 152 213 1 _|UT| 0.06 | not calculated
G033 689004.6 | 7644579.4 RM11E-G033| 5/13/2009 0 25 2000 | JT | 0.46 908.4
C029 689005.4 | 7644581.8| RMI11E-C029-B| 6/23/2009 31 91 13 |UT| 084 1.0
C029 6890054 | 7644581.8 | RMI1E-C029-C| 6/23/2009 91 152 13 |UT| 0.45 | not calculated
PW006 C029 6890054 | 7644581.8 | RMI1E-C029-D| 6/23/2009 152 213 13 |UT| 0.9 | not calculated Yes Yes No No
C029 6890054 | 7644581.8 | RMI11E-C029-E| 6/23/2009 213 305 13 |UT| 1 | notcalculated
C029 6890054 | 7644581.8 | RMI11E-C029-F| 6/23/2009 305 396 13 |UT| 0.45 | notcalculated
C029 6890054 | 7644581.8 | RMILLE-C029-G| 6/23/2009 396 436 13 |UT| 0.26 | notcalculated
PW007 C043 687388.4 | 7645488.7 | RMI11E-C043-A| 5/19/2009 0 30 17 |UT| 6.23 | not calculated
(Reference) | Co043 687388.4 | 7645488.7| RMI1LE-C043-B| 5/19/2009 31 95 1 _|UT| 0.83 |not_calculated Proposed Upstream Reference Area
Notes:

1. Northing and easting coordinates exist in the following coordinate system: NAD 83 Oregon State Plane North Zone, International Feet.
2. Total PCB Aroclors were calculated using the FS data summation rules as described in Appendix R of the Draft FS report for the Portland Harbor (Anchor QEA et al., 2012). Calculated totals are the sum of all detected concentrations, and non-detected results are included
in the summation at one-half the method detection limit (MDL). If none of the analytes is detected for a given sample, then the highest MDL is used for the summation.
3. EPA Guidance for calculating EqP porewater concentrations (C,,,) requires a detectable PCB and > 0.2% TOC. Where either of those conditions existed, the C,,, was not calculated
4. Only the detected Aroclor concentrations were used to estimate the C,,, for each individual congener expected to be in the RM11E sediments, and then summing those individual congener porewater concentrations.
5. Sample LW3-UG02 was collected by the Lower Willamette Group. Sample RM11E-G079 was collected in 2013 from approximately the same location. Both station results are reported here.

Acronyms:

PCB = Polychlorinated biphenyl
TOC = Total Organic Carbon
ug/kg = micrograms per kilogram
ng/L = nanogram/Liter

Page 1 of 1

U = The material was analyzed for, but was not detected. The associated numerical value is the sample quantitation limit.
J = The associated numerical value is an estimated guantity.
T = The associated numerical value was mathematically derived (e.g., from summing multiple analyte results such as Aroclors, or calculating the average of multiple results for a single analyte).

River Mile 11 East

May 2014
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Porewater Sampling and Analysis Plan
River Mile 11 East

May 2014
Table 2-4. Portland Harbor Superfund Site Preliminary
Remediation Goals (EPA Recalculation March 2014)
Preliminary Remediation Action Objectives (RAOS) Total PCBs' PRG
Sediment (ng/kg)

RAO 1 — Human Health Sediments: Reduce to acceptable levels human
health risks from exposure to contaminated sediments resulting from

incidental ingestion of and dermal contact with sediments, and comply with 370
identified ARARs.

RAO 2 — Human Health Biota Ingestion: Reduce to acceptable levels human

health risks from indirect exposures to COCs through ingestion of fish and 6

shellfish that occur via bioaccumulation pathways from sediment and/or
surface water and comply with identified ARARSs.

RAO 5 — Ecological Sediments: Reduce to acceptable levels the risks to
ecological receptors resulting from the ingestion of and direct contact with 64
contaminated sediments and comply with identified ARARs.

RAO 6 — Ecological Biota (Prey) Ingestion: Reduce to acceptable levels risks
to ecological receptors from indirect exposures through ingestion of prey to
COCs in sediments via bioaccumulation pathways from sediment and/or
surface water and comply with identified ARARS.

31

Water (Surface and Groundwater) (ng/L)

RAO 3 — Human Health Surface Water: Reduce risks from COCs in surface
water at the Site to acceptable exposure levels that are protective of human
health risks from ingestion of, inhalation of, and dermal contact with surface 0.0064
water; protect the drinking water beneficial use of the Willamette River at the
Site; and comply with identified ARARS.

RAO 4 — Human Health Groundwater: Reduce to acceptable levels human
health risks resulting from direct exposure to contaminated groundwater and 500
indirect exposure to contaminated groundwater through fish and shellfish
consumption, and comply with identified ARARS.

RAO 7 — Ecological Surface Water: Reduce risks from COCs in surface water
at the Site to acceptable exposure levels that are protective of ecological
receptors based on the ingestion of and direct contact with surface water and
comply with identified ARARS.

14

RAO 8 — Ecological Groundwater: Reduce to acceptable levels the risks to
ecological receptors resulting from the ingestion of and direct contact with
contaminated groundwater and indirect exposures through ingestion of prey
via bioaccumulation pathways from groundwater, and comply with identified
ARARS.

Notes:

1. "Total PCBs" reflect total PCB congener results where available, and total PCB Aroclor results where congener analysis
was not conducted.

Acronyms:

PCB = Polychlorinated biphenyl
ug/kg = Micrograms per kilogram
ng/L = nanogram/Liter

GSI Water Solutions, Inc. and
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Table 3-1. Project Contact Information

Porewater Sampling and Analysis Plan

River Mile 11 East
May 2014

Contact/Company

Title

E-Mail Address

Phone Number

Paul Fuglevand, DOF

Project Manager

pfuglevand@dofnw.com

425-827-4588

Tim Thompson, SEE

Technical Lead and Field Director

tthompsonseellc@gmail.com

206-418-6173

Dr. Phil Gschwend, MIT

Lead Chemist

pmgschwe@mit.edu

617 253-1638

Erin Carroll Hughes, GSI

Sampling and Analysis Coordinator

echughes@gsiws.com

503-239-8799

Mingta Lin

Data Validation

mingta_lin@comcast.net

360-867-9543

Laboratory
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Porewater Sampling and Analysis Plan

River Mile 11 East

. . May 2014
Table 4-1. Sampling Media, Number of Samples, and Analyte Groups
Number of Samples
Data Needed to Address the Associated Field and Analytical
Objectives Actions PCB PCB : q Black
Conventionals
Congeners Aroclors Carbon
Performance Reference Compound 8 B B B
Confirmation
Quantify PCB congener levels in
sediment porewater.
 Onsite porewater samples (6)
* Onsite field replicate (1) 8 - -- -
* Upriver porewater sample (1)
Quant_lfy PCB congeners in * Onsite porewater samples (6)
overlying surface water o ;
. . * Onsite field replicate (1) 8 -- -- --
immediately above porewater :
: * Upriver porewater sample (1)
sample location.
* Onsite porewater samples (6)
Bulk sediments analyses * Onsite field replicate (1) 8 8 8 8
* Upriver porewater sample (1)

Notes:

1. Conventionals = Total Solids, Total Organic Carbon, Grain Size

Page 1 of 1

GSI Water Solutions, Inc. and
Science and Engineering for

the

Environment, LLC



Porewater Sampling and Analysis Plan
River Mile 11 East

May 2014
Table 4-2. Sample Coordinates, Location ID, and Sample ID
Location ID Grab/pore Sample Location i Sample Matrix Sample ID
Pair Northing Easting Latitude Longitude
PE Porewater RM11E-PWPO0O01
RM11E-PW001 U%%Z?Uaggz 689302.7 7643999.7 45536728 -122.678338 |PE Surface Water | RM11E-PWWO001
Sediment RM11E-PWG001
PE Porewater RM11E-PWP002
RM11E-PW002 | G022/C019 689344.3 7644176.0 45,536855 -122.677654 |PE Surface Water | RM11E-PWW002
Sediment RM11E-PWG002
PE Porewater RM11E-PWP003
RM11E-PW003 | G026/C022 689248.6 7644329.2 45.536604 -122.677047 |PE Surface Water | RM11E-PWWO003
Sediment RM11E-PWG003
PE Porewater RM11E-PWPO0O04
RM11E-PW004 | G027/C023 689168.3 7644261.4 45.536379 -122.677303 |PE Surface Water | RM11E-PWWO004
Sediment RM11E-PWG004
PE Porewater RM11E-PWPO005
RM11E-PWO005 | G028/C024 689072.9 7644163.4 45.53611 -122.677675 |PE Surface Water | RM11E-PWWO005
Sediment RM11E-PWGO005
PE Porewater RM11E-PWP006
RM11E-PWO006 | GO033/C029 689004.6 7644579.4 45,535954 -122.676045 |PE Surface Water | RM11E-PWWO006
Sediment RM11E-PWG006
PE Porewater RM11E-PWPO0Q7
RM11E-PWO007 C043 687388.4 7645488.7 45.53159 -122.672328 |PE Surface Water | RM11E-PWWO007
Sediment RM11E-PWGO007
PE Porewater RM11E-PWP504
RM11E-PW504 ¢ | G027/C023 689168.3 7644261.4 45.,536379 -122.677303 |PE Surface Water | RM11E-PWW504
Sediment RM11E-PWG504

Notes:

1. Northing and easting coordinates exist in the following coordinate system: NAD 83 Oregon State Plane North Zone, International Feet.
2. Latitude and longitude coordinates exist in the following coordinate system: “WGS 1984, decimal degrees”

3. Sample RM11E-PW504 will be a field replicate of sample RM11E-PW004. .
GSI Water Solutions, Inc. and

Science and Engineering for
the Environment, LLC.
Page 1 of 1



Table 4-3. Specific Samples, Analyses, Assigned Lab and Station Labelling

Porewater Sampling and Analysis Plan

. Original Portion of Sampler for Analysis 1 .
Location ID Grab/Core Pair Sample Method e S Analyses Laboratory Labeling
0-20 [ t RM11E-PWWO001
cm n warer PCB Congeners by EPA 1668C ALS
o~ 0-30 cm in sediment RM11E-PWP0O01
o PE Sampler 1 0-20 cm in water RM11E-PWWO001b
8 , - PCB Congeners by HRGC/LRM -SIM MIT
N 0-30 cm in sediment RM11E-PWPO001b
— o
= o 0-20 [ t . RM11E-PWWO001
g -] PE Sampler 2 cm in water Archive 2 PE subsamples ALS
a B 0-30 cm in sediment RM11E-PWP001
@
o PCB Aroclors, Black Carbon, Conventionals ALS RM11E-PWGO001
o Bulk Sediment Core Sample 0-30 cm in sediment _Q7E. ; .
Black Carbon CTO-375; Total Organic Carbon; MIT RM11E-PWG001b
PCB Congeners by HRGC/LRM -SIM
0-20 [ t RM11E-PWWO002
o cm n wazer PCB Congeners by EPA 1668C 00
o o 0-30 cm in sediment RM11E-PWP002
S O PE Sampler ,
N 0-20 cm in water . ALS RM11E-PWWO002
= N , _ Archive 2 PE subsamples
o 8 0-30 cm in sediment RM11E-PWP002
Bulk Sediment Core Sample 0-30 cm in sediment PCB Aroclors, Black Carbon, Conventionals RM11E-PWG002
0-10cmi t RM11E-PWWO003
« om p wa gr PCB Congeners by EPA 1668C
I 0-30 cm in sediment RM11E-PWP003
S 3] PE Sampler 0-20 cm in water RM11E-PWWO003
S © _ : Archive 2 PE subsamples ALS
a N 0-30cm in sediment RM11E-PWP003
)
Bulk Sediment Core Sample  |0-30 cm in sediment PCB Aroclors, Black Carbon, Conventionals 2 RM11E-PWG003
0-20 [ t RM11E-PWWO004
cm 1h water PCB Congeners by EPA 1668C ALS
0-30 cm in sediment RM11E-PWP004
Q PE Sampler 1 0-20 cm in water RM11E-PWWO004b
< S - - PCB Congeners by HRGC/LRM -SIM (MIT) MIT
8 o 0-30 cm in sediment RM11E-PWP004b
= N 0-20 cm in water Field Replicate (PW504) RM11E-PWW504
o o PE Sampler 2 . - )
o 0-30 cm in sediment Archive 1 PE subsample ALS RM11E-PWP504
Bulk Sediment Core Sample 0-30 cm in sediment PCB Aroclors, Black Carbon, Conventionals RM11E-PWG004
Bulk Sediment Core Sample 0-30 cm in sediment PCB Aroclors, Black Carbon, Conventionals MIT RM11E-PWGO004b
o w 0-20 cm in water RM11E-PWW504
S S o) l<T: PE Sampler PCB Congeners by EPA 1668C
Q 8 o % 0-30 cm in sediment ALS RM11E-PWP504
= NI
o o W
O r

Bulk Sediment Core Sample

0-30 cm in sediment

PCB Aroclors, Black Carbon, Conventionals

RM11E-PWG504
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Table 4-3. Specific Samples, Analyses, Assigned Lab and Station Labelling

Porewater Sampling and Analysis Plan

. Original Portion of Sampler for Analysis 1 .
Location ID Grab/Core Pair Sample Method e S Analyses Laboratory Labeling
0-20 [ t RM11E-PWWO005
N om ?n va gr PCB Congeners by EPA 1668C
T} o 0-30 cm in sediment RM11E-PWP005
S O PE Sampler .
5 0-20 cm in water . ALS RM11E-PWWO005
= Q : _ Archive 2 PE subsamples
o 8 0-30 cm in sediment RM11E-PWP005
Bulk Sediment Core Sample 0-30 cm in sediment PCB Aroclors, Black Carbon, Conventionals RM11E-PWGO005
0-10cmii t RM11E-PWWO006
2 com n wazer PCB Congeners by EPA 1668C
© ) 0-30 cm in sediment RM11E-PWP006
o O PE Sampler -
[~ ) 0-10cm in water . ALS RM11E-PWWO006
= P - - Archive 2 PE subsamples
o 8 0-30cm in sediment RM11E-PWP006
Bulk Sediment Core Sample  |0-30 cm in sediment PCB Aroclors, Black Carbon, Conventionals RM11E-PWG006
0-10cm |r1 wat6jr PCB Congeners by EPA 1668C RM11E-PWWO0O07
~ 0-30 cm in sediment RM11E-PWP0O0O7
o Cc043 PE Sampler -
g 0-20 cm in water . ALS RM11E-PWWO007
(reference) - : Archive 2 PE subsamples
o 0-30 cm in sediment RM11E-PWP0O0O7
Bulk Sediment Core Sample 0-30 cm in sediment PCB Aroclors, Black Carbon, Conventionals RM11E-PWGO007
Notes:

1. Laboratory QA replicates are not identified on this table

2. Conventionals include total solids, total organic carbon, and grain size

Acronyms

ALS = ALS Laboratories

MIT = Massachusetts Institute of Technology

HRGC/LRM-SIM = High Resolution Gas Chromatography/Low Resolution Mass Spectrophotometry - Selected lon Monitoring. This method is commonly referred to as low resolution GC/MS.

PCB = Polychlorinated biphenyl
PE = Polyethylene
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Porewater Sampling and Analysis Plan

River Mile 11 East

May 2014

Table 4-4. Container and Preservation Requirements, Holding

Times for Samples
Container
Minimum T ()
i Description i i
Parameter Sample Size FI:resgrvatlon H_?_.Idmg
) _ ViellmE equirements ime
Container
(mL)
Sediment Conventionals
L 16-0z glass o o
Grain size 100 g or HDPE 480 4°C £ 2°C 6 months
o + o
Total Organic Carbon 30¢g 4°C£2°C 14 days
-20°C + 2°C 6 months
-] o + o
Total Black Carbon 309 8-0z glass or 240 AC+2°C 14 days
HDPE -20°C + 2°C 6 months
. 4°C £ 2° 14
Total Solids 3049 ¢ c days
-20°C + 2°C 6 months
Sediment Chemistry
Total Polychlorinated
) 4°C + 2°C 14 days
Biphenyls (PCBs) as 100 g 8-ozglass | 480 y
Aroclors
-20°C + 2°C 1 year
- - 4°C £ 2° 14
Low-Level PCBs (209 100 g 8-0z amber 240 C C days
congeners) glass -20°C £ 2°C 1 year
Passive Sampler Testing
Performance Reference
Compounds 100 mg Polyethylene
Sheet 4°C £ 2°C 1 year
Low-Level PCBs 100 m ee
(209 congeners) 9
Archive
Sediment Chemistr - 4°C £ 2°C 14d
men y 250 mL One (1) 8-0z 480 ays
Archive glass -20°C + 2°C 1 year
PE PCB Chemistry Polyethylene o o
Archive 100 mg Sheet 4°C +2°C 1 year

Notes:

1. Recommended minimum field sample sizes for one lab analysis. Actual volumes to be collected have been increased

to provide a margin of error and allow for retests.

2. HDPE - high density polyet|

hylene

3. During transport to the lab, samples will be stored on ice.

4. For every sample location, an 8-0z container is archived for any potential analysis/re-analysis deemed necessary.
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Porewater Sampling and Analysis Plan
River Mile 11 East

May 2014
Table 5-1. Range of Properties of *C-labelled PCB Congeners

Used as Performance Reference Compounds and Recovery
Standards

Labelled Congener C,\rl:ljcr;itfe; Ch?l:]r?]ir::r log Kow | log Ko l0g Kpe.w

Performance Reference Compounds

*C,,-2,4"-DiCB 2 8 5.10 4.72 4.81
13¢,,-2,4,4-TriCB 3 28 5.67 5.05 5.38
¥C,,-2,2',4,4'-TetraCB 4 47 5.85 5.23 5.62
13¢c,,-2,3,4' 5-TetraCB 4 70 6.2 5.40 5.91
*C,,-2,2',3,4,5-PentaCB 5 97 6.29 5.74 6.00
3¢,,-2,3,3',5,5'-PentaCB 5 111 6.76 5.60 6.24
¥C,,-2,2',4,4'5,5-HexaCB 6 153 6.92 6.06 6.81
13¢,,-2,2'3,3'5,5'6-HeptaCB 7 178 7.14 6.24 6.85
Recovery Standards

°C,,-2,5-DICB 2 9 5.06 4.67 4.77
13¢,,-2,2'5,5'-TetraCB 4 52 5.54 5.20 5.55
13C12-2,2’,4,5,5’-PentaCB 5 101 6.38 5.64 6.18
°C,,-2,2',3,4,4',5-HexaCB 6 138 6.86 6.19 6.82
°Cy,-2,2',3,3,4,4',5,5-OctaCB 8 194 7.80 6.96 7.15

Notes:

Log Kow (octanol-water partitioning coefficient) values from Hawker and Connell, 1988
Log Koc (organic carbon-water partitioning coefficient) values from Hansen et al., 1999
Log Kpe-w (polyethylene-water partitioning coefficient) values from Ghosh et al., 2014

GSI Water Solutions, Inc. and
Science and Engineering for
Page 1 of 1 the Environment, LLC.



Table 5-2. Data Quality Goals for PCB Congeners in Polyethylene

Porewater Sampling and Analysis Plan
River Mile 11 East

Rgpqrti_ng Met_ho_d Detect_ion - Labeled
Limits in Limit (MDL) in LCS MS/MSD Precision
Polyethylene Porewater e
Analyte CAS No. -
ML | MRL Log K Cu % Recovery|% Recover F;Sritel,\\ﬁ % Recovery
- 0 0
(ng/g PE) T (gl ’ ’ Difference
PCB 1 2051-60-7 | 0.2 0.5 4.173 1.34E-02 50-150 50-150 50 -
PCB 2 2051-61-8 | 0.01 | 0.03 4.403 3.95E-04 - - - --
PCB 3 2051-62-9| 0.2 0.5 4.403 8.90E-03 50-150 50-150 50 -
PCB 4 13029-08-8| 0.4 1 4.363 1.84E-02 50-150 50-150 50 -
PCB 5 16605-91-7( 0.03 0.1 4,733 4.62E-04 - - - -
PCB 6 25569-80-6| 0.03 0.1 4770 4.25E-04 - - - -
PCB 7 33284-50-3| 0.05 0.1 4.780 8.30E-04 - - - --
PCB 8 34883-43-7| 0.3 1 4,733 5.55E-03 - - - -
PCB 9 34883-39-1| 0.05 0.1 4773 8.43E-04 - - - --
PCB 10 33146-45-1| 0.05 0.1 4.553 1.40E-03 - - - -
PCB 11 2050-67-1| 0.3 3 4.993 2.54E-03 - - - -
PCB 12 2974-92-7| 0.08 0.3 4.933 8.75E-04 - - -- --
PCB 13 2974-90-5| 0.08 0.3 5.003 7.45E-04 - - -- --
PCB 14 34883-41-5| 0.08 0.3 4.993 7.62E-04 -- - -- --
PCB 15 2050-68-2 | 0.5 0.1 5.013 4.37E-03 50-150 50-150 50 -
PCB 16 38444-78-9| 0.1 0.3 4.873 1.34E-03 - - -- -
PCB 17 37680-66-3| 0.2 0.5 4.963 2.45E-03 -- -- - -
PCB 18 37680-65-2| 0.5 1 4.953 5.57E-03 -- -- - -
PCB 19 38444-73-4] 0.1 0.3 4.733 1.85E-03 50-150 50-150 50 --
PCB 20 38444-84-7| 0.5 1 5.283 2.48E-03 - - - -
PCB 21 55702-46-0| 0.1 0.5 5.223 7.48E-04 - - - -
PCB 22 38444-85-8| 0.2 0.5 5.293 1.15E-03 - - -- --
PCB 23 55720-44-0] 0.1 0.5 5.283 6.51E-04 - - - --
PCB 24 55702-45-9] 0.1 0.5 5.063 1.08E-03 - - -- --
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Table 5-2. Data Quality Goals for PCB Congeners in Polyethylene

Porewater Sampling and Analysis Plan
River Mile 11 East

Rgpgrti_ng Met_ho_d Detect_ion . Labeled
Limits in Limit (MDL) in LCS MS/MSD Precision
Polyethylene Porewater Calgond
Analyte CAS No. -
ML | MRL Log K Cu % Recovery|% Recover F;Sritel,\\ﬁ % Recover
- 0 0 0

(ng/g PE) - (ng/L) ’ ’ Difference ’
PCB 25 55712-37-3] 0.1 0.5 5.383 5.17E-04 -- -- -- --
PCB 26 38444-81-4] 0.2 0.5 5.373 8.47E-04 -- -- -- --
PCB 27 38444-76-7| 0.2 0.5 5.153 1.05E-03 -- -- -- --
PCB 28 7012-37-5] 0.5 1 5.383 1.97E-03 - -- - --
PCB 29 15862-07-4| 0.2 0.5 5.313 9.73E-04 -- -- -- -
PCB 30 35693-92-6| 0.5 1 5.153 3.52E-03 -- - -- -
PCB 31 16606-02-3| 0.4 1 5.383 1.55E-03 -- - -- -
PCB 32 38444-77-8| 0.2 0.5 5.153 1.41E-03 -- -- -- --
PCB 33 38444-86-9| 0.1 0.5 5.313 6.08E-04 -- -- -- --
PCB 34 37680-68-5| 0.2 0.5 5.373 7.41E-04 -- -- -- --
PCB 35 37680-69-6| 0.2 0.5 5.533 5.86E-04 -- -- - --
PCB 36 38444-87-0| 0.2 0.5 5.593 5.11E-04 - -- -- --
PCB 37 38444-90-5| 0.3 1 5.543 9.31E-04 50-150 50-150 50 --
PCB 38 53555-66-1| 0.2 0.5 5.473 6.73E-04 -- -- -- --
PCB 39 38444-88-1| 0.2 0.5 5.603 5.61E-04 -- - -- -
PCB 40 38444-93-8| 0.3 1 5.373 1.27E-03 -- -- -- --
PCB 41 52663-59-9| 0.3 1 5.403 1.19E-03 -- - -- -
PCB 42 36559-22-5| 0.2 0.5 5.473 5.05E-04 -- - -- -
PCB 43 70362-46-8| 0.2 1 5.463 7.75E-04 -- -- - --
PCB 44 41464-39-5| 0.5 1 5.463 1.64E-03 -- -- - --
PCB 45 70362-45-7] 0.1 0.5 5.243 7.14E-04 - -- - --
PCB 46 41464-47-5] 0.3 0.5 5.243 1.43E-03 -- -- -- --
PCB 47 2437-79-8| 0.5 1 5.563 1.30E-03 -- - -- -
PCB 48 70362-47-9| 0.2 0.5 5.493 6.43E-04 -- -- -- -
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Table 5-2. Data Quality Goals for PCB Congeners in Polyethylene

Porewater Sampling and Analysis Plan
River Mile 11 East

Rgpgrti_ng Met_ho_d Detect_ion . Labeled
Limits in Limit (MDL) in LCS MS/MSD Precision
Polyethylene Porewater Calgond
Analyte CAS No. -
ML | MRL Log K Cu % Recovery|% Recover F;Sritel,\\ﬁ % Recover
- 0 0 0

(ng/g PE) - (ng/L) ’ ’ Difference ’
PCB 49 41464-40-8| 0.3 1 5.563 7.52E-04 -- -- -- --
PCB 50 62796-65-0| 0.2 0.5 5.343 6.81E-04 -- -- -- --
PCB 51 68194-04-7| 0.1 0.5 5.343 5.67E-04 -- -- -- --
PCB 52 35693-99-3| 0.5 1 5.553 1.33E-03 - -- - --
PCB 53 41464-41-9| 0.2 0.5 5.333 6.97E-04 -- - -- -
PCB 54 15968-05-5| 0.3 1 4.923 3.58E-03 50-150 50-150 50 -
PCB 55 74338-24-2| 0.3 1 5.823 4.51E-04 - -- -- --
PCB 56 41464-43-1| 0.3 0.5 5.823 3.76E-04 -- -- -- --
PCB 57 74472-33-6] 0.3 1 5.883 3.93E-04 -- - -- -
PCB 58 41464-49-7| 0.3 1 5.883 4.25E-04 -- -- -- --
PCB 59 74472-33-6] 0.2 0.5 5.663 3.26E-04 -- -- -- --
PCB 60 33025-41-1] 0.3 1 5.823 4.89E-04 -- -- -- --
PCB 61 33284-53-6| 0.4 1 5.753 7.51E-04 - -- -- --
PCB 62 54230-22-7] 0.2 0.5 5.603 3.74E-04 -- -- -- --
PCB 63 74472-34-7] 0.4 1 5.883 4.58E-04 -- -- -- -
PCB 64 52663-58-8| 0.2 0.5 5.663 3.80E-04 -- - -- -
PCB 65 33284-54-7] 0.5 1 5.573 1.27E-03 - -- -- --
PCB 66 32598-10-0| 0.4 1 5.913 4.89E-04 -- -- -- --
PCB 67 73575-53-8| 0.4 1 5.913 4.58E-04 -- -- - --
PCB 68 73575-52-7] 0.4 1 5.973 3.99E-04 -- -- - --
PCB 69 60233-24-1] 0.3 1 5.753 4.86E-04 - -- -- --
PCB 70 32598-11-1| 0.4 1 5.913 5.19E-04 -- -- -- --
PCB 71 41464-46-4| 0.3 1 5.693 6.08E-04 -- - -- -
PCB 72 41464-42-0| 0.4 1 5.973 4.26E-04 -- -- -- --
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Table 5-2. Data Quality Goals for PCB Congeners in Polyethylene

Porewater Sampling and Analysis Plan
River Mile 11 East

Rgpgrti_ng Met_ho_d Detect_ion . Labeled
Limits in Limit (MDL) in LCS MS/MSD Precision
Polyethylene Porewater S
Analyte CAS No. -
MR | MRL Log K Cw % Recovery|% Recover F;Sritel,\\ﬁ % Recover
- 0 0 0

(g A5 - (ng/L) ’ ’ Difference ’
PCB 73 74338-23-1] 0.2 1 5.753 3.97E-04 - - - -
PCB 74 32690-93-0| 0.4 1 5.913 5.19E-04 - - - -
PCB 75 32598-12-2| 0.2 0.5 5.763 2.59E-04 - - - -
PCB 76 70362-48-0| 0.4 1 5.843 6.10E-04 -- -- -- --
PCB 77 32598-13-3| 0.4 1 6.073 3.59E-04 50-150 50-150 50 -
PCB 78 70362-49-1| 0.4 1 6.063 3.68E-04 - - - -
PCB 79 41464-48-6| 0.4 1 6.133 3.13E-04 - - - -
PCB 80 33284-52-5| 0.5 1 6.193 2.89E-04 - - - -
PCB 81 70362-50-4| 0.5 1 6.073 3.80E-04 50-150 50-150 50 -
PCB 82 52663-62-4] 0.3 1 5.913 3.97E-04 - - - -
PCB 83 60145-20-2| 0.6 1 5.973 5.85E-04 - - - -
PCB 84 52663-60-2| 0.3 1 5.753 5.30E-04 -- -- -- --
PCB 85 65510-45-4| 0.3 0.5 6.013 2.43E-04 -- -- -- --
PCB 86 55312-69-1| 0.4 1 5.943 4.28E-04 -- -- -- --
PCB 87 38380-02-8| 0.4 1 6.003 3.72E-04 -- -- -- --
PCB 88 55215-17-3| 0.3 1 5.783 4.94E-04 -- -- -- --
PCB 89 73575-57-2] 0.5 1 5.783 7.83E-04 - - - -
PCB 90 68194-07-0| 0.6 3 6.073 5.07E-04 - - - -
PCB 91 68194-05-8| 0.3 1 5.843 4.31E-04 - - - -
PCB 92 52663-61-3| 0.3 1 6.063 2.59E-04 - - - -
PCB 93 73575-56-1| 0.6 1 5.753 9.71E-04 -- -- -- --
PCB 94 73575-55-0| 0.3 1 5.843 4.31E-04 -- -- -- --
PCB 95 38379-99-6| 0.6 1 5.843 7.90E-04 - - - -
PCB 96 73575-54-9] 0.5 1 5.423 1.98E-03 - - - -
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Table 5-2. Data Quality Goals for PCB Congeners in Polyethylene

Porewater Sampling and Analysis Plan
River Mile 11 East

Rgpgrti_ng Met_ho_d Detect_ion . Labeled
Limits in Limit (MDL) in LCS MS/MSD Precision
Polyethylene Porewater Compound
Analyte CAS No. -
MR | MRL Log K Cw % Recovery|% Recover F;Sritel,\\ﬁ % Recover
- 0 0 0

e 22 - (ng/L) ’ ’ Difference ’
PCB 97 41464-51-1| 0.4 1 6.003 3.72E-04 - -- -- -
PCB 98 60233-25-2| 0.6 1 5.843 7.90E-04 - -- -- -
PCB 99 38380-01-7| 0.6 1 6.103 4.34E-04 - -- -- -
PCB 100 39485-83-1| 0.6 1 5.943 6.27E-04 -- -- - -
PCB 101 37680-73-2| 0.6 3 6.093 4.84E-04 - - - -
PCB 102 68194-06-9| 0.6 1 5.873 7.37E-04 - - - -
PCB 103 60145-21-3| 0.6 1 5.933 6.71E-04 - - - -
PCB 104 56558-16-8| 0.6 1 5.523 1.72E-03 50-150 50-150 50 -
PCB 105 32598-14-4| 0.3 0.5 6.363 1.19E-04 50-150 50-150 50 -
PCB 106 70424-69-0| 0.4 1 6.353 1.55E-04 - -- -- -
PCB 107 70424-68-9| 0.3 0.5 6.423 9.44E-05 - -- -- -
PCB 108 70362-41-3| 0.7 3 6.423 2.55E-04 -- - - -
PCB 109 74472-35-8| 0.4 1 6.193 2.40E-04 - - -- --
PCB 110 38380-03-9| 0.6 3 6.193 3.85E-04 - - - --
PCB 111 39635-32-0| 0.6 3 6.473 2.02E-04 -- -- -- --
PCB 112 74472-36-9| 0.6 3 6.163 4.29E-04 -- -- -- --
PCB 113 68194-10-5| 0.6 3 6.253 3.35E-04 -- -- -- --
PCB 114 74472-37-0] 0.3 1 6.363 1.30E-04 50-150 50-150 50 --
PCB 115 74472-38-1] 0.6 3 6.203 3.76E-04 - - - --
PCB 116 18259-05-7| 0.3 0.5 6.043 2.26E-04 - -- -- -
PCB 117 68194-11-6| 0.3 0.5 6.173 1.68E-04 -- -- - -
PCB 118 31508-00-6| 0.5 1 6.453 1.67E-04 50-150 50-150 50 --
PCB 119 56558-17-9| 0.4 1 6.293 1.91E-04 - -- -- -
PCB 120 68194-12-7| 0.4 1 6.503 1.18E-04 - - -- --
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Table 5-2. Data Quality Goals for PCB Congeners in Polyethylene

Porewater Sampling and Analysis Plan
River Mile 11 East

Rgpgrti_ng Met_ho_d Detect_ion . Labeled
Limits in Limit (MDL) in LCS MS/MSD Precision
Polyethylene Porewater S
Analyte CAS No. -
MR | MRL Log K Cw % Recovery|% Recover F;Sritel,\\ﬁ % Recover
- 0 0 0

(g A5 - (ng/L) ’ ’ Difference ’
PCB 121 56558-18-0| 0.5 1 6.353 2.33E-04 - - - -
PCB 122 76842-07-4] 0.3 1 6.353 1.33E-04 - - - -
PCB 123 65510-44-3| 0.4 1 6.453 1.32E-04 50-150 50-150 50 -
PCB 124 70424-70-3] 0.7 3 6.443 2.43E-04 -- -- -- --
PCB 125 74472-39-2] 0.4 1 6.223 2.24E-04 -- -- -- --
PCB 126 57465-28-8| 0.4 1 6.603 8.73E-05 50-150 50-150 50 --
PCB 127 39635-33-1| 0.7 3 6.663 1.52E-04 - - - -
PCB 128 38380-07-3| 0.3 1 6.453 1.06E-04 - - - -
PCB 129 55215-18-4] 0.5 1 6.443 1.89E-04 -- -- -- --
PCB 130 52663-66-8| 0.4 1 6.513 1.07E-04 - - - -
PCB 131 61798-70-7| 0.3 1 6.293 1.53E-04 - - - -
PCB 132 38380-05-1| 0.3 1 6.293 1.53E-04 -- -- -- --
PCB 133 35694-04-3| 0.4 1 6.573 1.14E-04 -- -- -- --
PCB 134 52704-70-8| 0.3 1 6.263 1.77E-04 -- -- -- --
PCB 135 52744-13-5| 0.3 1 6.353 1.22E-04 -- -- -- --
PCB 136 38411-22-2| 0.2 0.5 5.933 2.63E-04 -- -- -- --
PCB 137 35694-06-5| 0.8 3 6.543 2.15E-04 -- -- -- --
PCB 138 35065-28-2| 0.5 1 6.543 1.50E-04 -- -- -- --
PCB 139 56030-56-9| 0.5 1 6.383 2.07E-04 - - - -
PCB 140 59291-64-4] 0.5 1 6.383 2.07E-04 - - - -
PCB 141 52712-04-6] 0.2 0.5 6.533 6.59E-05 - - - -
PCB 142 41411-61-4| 0.8 3 6.223 4.64E-04 - - - -
PCB 143 68194-15-0| 0.3 1 6.313 1.58E-04 - -- - --
PCB 144 68194-14-9| 0.4 1 6.383 1.76E-04 -- -- -- --
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Table 5-2. Data Quality Goals for PCB Congeners in Polyethylene

Porewater Sampling and Analysis Plan
River Mile 11 East

Rgpgrti_ng Met_ho_d Detect_ion . Labeled
Limits in Limit (MDL) in LCS MS/MSD Precision
Polyethylene Porewater Compound
Analyte CAS No. -
MR | MRL Log K Cw % Recovery|% Recover F;Sritel,\\ﬁ % Recover
- 0 0 0

e 22 - (ng/L) ’ ’ Difference ’
PCB 145 74472-40-5| 0.8 3 5.963 8.71E-04 - -- -- -
PCB 146 51908-16-8| 0.5 1 6.603 1.12E-04 - -- -- -
PCB 147 68194-13-8| 0.5 1 6.353 2.00E-04 - -- -- -
PCB 148 74472-41-6] 0.8 3 6.443 2.88E-04 - - - -
PCB 149 38380-04-0| 0.5 1 6.383 1.86E-04 - - - --
PCB 150 68194-08-1| 0.8 3 6.033 7.65E-04 - - - --
PCB 151 52663-63-5| 0.3 1 6.353 1.22E-04 -- -- -- --
PCB 152 68194-09-2| 0.6 3 5.933 7.00E-04 -- -- -- --
PCB 153 35065-27-1| 0.3 1 6.633 7.57E-05 - -- -- --
PCB 154 60145-22-4] 0.3 1 6.473 9.25E-05 - -- -- -
PCB 155 33979-03-2] 0.9 3 6.123 6.40E-04 50-150 50-150 50 -
PCB 156 38380-08-4| 0.3 1 6.893 4.16E-05 50-150 50-150 50 -
PCB 157 69782-90-7| 0.3 1 6.893 4.16E-05 50-150 50-150 50 -
PCB 158 74472-42-7] 0.3 0.5 6.733 4.62E-05 - - - --
PCB 159 39635-35-3| 0.9 3 6.953 9.75E-05 - - -- --
PCB 160 41411-62-5| 0.5 1 6.643 1.19E-04 - - - -
PCB 161 74472-43-8] 0.9 3 6.793 1.41E-04 - - - -
PCB 162 39635-34-2| 0.9 3 6.953 9.75E-05 - - -- --
PCB 163 74472-44-9] 0.5 1 6.703 1.04E-04 - - - -
PCB 164 74472-45-01 0.4 3 6.733 6.47E-05 - -- -- -
PCB 165 74472-46-1] 0.9 3 6.763 1.55E-04 - - - -
PCB 166 41411-63-6| 0.3 1 6.643 6.83E-05 - - -- --
PCB 167 52663-72-6| 0.3 1 6.983 2.86E-05 50-150 50-150 50 -
PCB 168 59291-65-5| 0.3 1 6.823 4.89E-05 - - - --
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Table 5-2. Data Quality Goals for PCB Congeners in Polyethylene

Porewater Sampling and Analysis Plan
River Mile 11 East

Rgpgrti_ng Met_ho_d Detect_ion . Labeled
Limits in Limit (MDL) in LCS MS/MSD Precision
Polyethylene Porewater S
Analyte CAS No. -
MR | MRL Log K Cw % Recovery|% Recover F;Sritel,\\ﬁ % Recover
- 0 0 0

(g A5 - (ng/L) ’ ’ Difference ’
PCB 169 32774-16-6] 0.4 1 7.133 2.94E-05 50-150 50-150 50 -
PCB 170 35065-30-6] 0.4 1 6.983 4.16E-05 - - - -
PCB 171 52663-71-5|] 0.9 3 6.823 1.39E-04 - - - -
PCB 172 52663-74-8| 1.0 3 7.043 8.60E-05 -- -- -- --
PCB 173 68194-16-1| 0.9 3 6.733 1.71E-04 -- -- -- --
PCB 174 38411-25-5| 0.5 1 6.823 7.14E-05 - - - --
PCB 175 40186-70-7| 1 3 6.883 1.24E-04 -- -- -- --
PCB 176 52663-65-7| 1 3 6.473 3.28E-04 - - - -
PCB 177 52663-70-4] 0.4 1 6.793 5.64E-05 - - - -
PCB 178 52663-67-9| 0.6 1 6.853 7.72E-05 - - - -
PCB 179 52663-64-6| 0.6 1 6.443 2.07E-04 - - - -
PCB 180 35065-29-3| 0.4 1 7.073 2.96E-05 -- -- -- --
PCB 181 74472-47-2] 1 3 6.823 1.50E-04 - -- -- -
PCB 182 60145-23-5| 1 3 6.913 1.22E-04 -- -- -- --
PCB 183 52663-69-1| 1 3 6.913 1.22E-04 -- -- -- --
PCB 184 74472-48-3] 1 3 6.563 2.74E-04 -- -- -- --
PCB 185 52712-05-7] 1 3 6.823 1.50E-04 -- -- -- --
PCB 186 74472-49-4] 1 3 6.403 4.05E-04 -- -- -- --
PCB 187 52663-68-0] 0.5 1 6.883 6.22E-05 - - - -
PCB 188 74487-85-7| 0.6 1 6.533 1.69E-04 50-150 50-150 50 -
PCB 189 39635-31-9| 0.5 1 7.423 1.70E-05 50-150 50-150 50 --
PCB 190 41411-64-7| 0.6 1 7.173 3.86E-05 - - - -
PCB 191 74472-50-71 1 3 7.263 5.73E-05 - - - -
PCB 192 74472-51-8] 1 3 7.233 6.14E-05 - - - -
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Table 5-2. Data Quality Goals for PCB Congeners in Polyethylene

Porewater Sampling and Analysis Plan
River Mile 11 East

May 2014

Rgpgrti_ng Met_ho_d Detect_ion . Labeled
Limits in Limit (MDL) in LCS MS/MSD Precision
Polyethylene Porewater S
Analyte CAS No. -
MR | MRL Log K Cw % Recovery|% Recover F;Sritel,\\ﬁ % Recover
- 0 0 0

(g A5 - (ng/L) ’ ’ Difference ’
PCB 193 69782-91-8| 0.4 1 7.233 2.05E-05 - - - -
PCB 194 35694-08-7| 0.4 1 7.513 1.30E-05 - - - -
PCB 195 52663-78-2] 1 3 7.273 5.73E-05 - - - -
PCB 196 42740-50-1| 1 3 7.363 4.66E-05 -- -- -- --
PCB 197 33091-17-7| 0.6 3 7.013 6.07E-05 - - - -
PCB 198 68194-17-2| 0.5 1 7.333 2.32E-05 - - - --
PCB 199 52663-75-9| 0.5 1 6.913 6.11E-05 -- -- -- --
PCB 200 52663-73-7| 0.6 3 6.983 6.50E-05 -- -- -- --
PCB 201 40186-71-8| 1 3 7.333 5.11E-05 - - - -
PCB 202 2136-99-4 1 3 6.953 1.23E-04 50-150 50-150 50 -
PCB 203 52663-76-0] 1 3 7.363 4.77E-05 - - - -
PCB 204 74472-52-9] 1 3 7.013 1.09E-04 -- -- -- --
PCB 205 74472-53-01 1 3 7.713 2.18E-05 50-150 50-150 50 -
PCB 206 40186-72-9| 1 3 7.803 1.77E-05 50-150 50-150 50 -
PCB 207 52663-79-3] 1 3 7.453 3.96E-05 - - - -
PCB 208 52663-77-1] 1 3 7.423 4.34E-05 50-150 50-150 50 -
PCB 209 2051-24-3| 0.4 1 7.893 4.80E-06 50-150 50-150 50 -
PCB 1L 15-140 15-140 -- 15-150
PCB 3L 15-140 15-140 -- 15-150
PCB 4L 30-140 30-140 - 25-150
PCB 15L 30-140 30-140 - 25-150
PCB 19L 30-140 30-140 - 25-150
PCB 37L 30-140 30-140 - 25-150
PCB 54L 30-140 30-140 - 25-150
PCB 77L 30-140 30-140 - 25-150
PCB 81L 30-140 30-140 - 25-150
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Table 5-2. Data Quality Goals for PCB Congeners in Polyethylene

Porewater Sampling and Analysis Plan
River Mile 11 East

Reporting Method Detection
Limits in Limit (MDL) in LcS | MSMSD | Precision | _-@Peled
Polyethylene Porewater S
Analyte CAS No. -
MEL | MRL Log K Cu % R % R F;elatIV(: % R

(ng/g PE) g Kpew (ng/L) % Recovery|% Recovery Dif?é::ee:ce b Recovery
PCB 104L 30-140 30-140 -- 25-150
PCB 105L 30-140 30-140 -- 25-150
PCB 114L 30-140 30-140 -- 25-150
PCB 118L 30-140 30-140 -- 25-150
PCB 123L 30-140 30-140 -- 25-150
PCB 126L 30-140 30-140 -- 25-150
PCB 155L 30-140 30-140 -- 25-150
PCB 156L 30-140 30-140 -- 25-150
PCB 157L 30-140 30-140 -- 25-150
PCB 167L 30-140 30-140 -- 25-150
PCB 169L 30-140 30-140 -- 25-150
PCB 188L 30-140 30-140 -- 25-150
PCB 189L 30-140 30-140 -- 25-150
PCB 202L 30-140 30-140 -- 25-150
PCB 205L 30-140 30-140 -- 25-150
PCB 206L 30-140 30-140 -- 25-150
PCB 208L 30-140 30-140 -- 25-150
PCB 209L 30-140 30-140 -- 25-150
PCB 28L 40-125 40-125 -- 30-135
PCB 111L 40-125 40-125 -- 30-135
PCB 178L 40-125 40-125 -- 30-135

Acronyms:

Cw = Concentration in Water

L = Labeled

LCS = Laboratory Control Sample
Log Kpe-w = polyethylene-water partitioning coeft PCB = Polychlorinated biphenyl
PE = polyethylene

MDL = Method Detection Limit
MRL = Method Reporting Limit
MS/MSD = Martix Spike/Matrix Spike Duplicate
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Porewater Sampling and Analysis Plan
River Mile 11 East

May 2014
Table 5-3. Sample Preparation and Analysis Method Summary for Sediment Samples !
Preparation
Analyte Method Procedure Analytical Method Procedure
Total Solids SW160.3 Oven dry SW160.3 Gravimetric
Total Organic Carbon Plumb 1981 Acid pretreatment Plumb et al ., 1981 Combustion; colormetric titration
Black Carbons Gustafsson 1997 Dry & Grind to 60 mesh Gustafsson 1997 Combustion; IR
Grain Size PSEP Oven dry PSEP 1986 Sieves and pipette
SW3546 Microwave extraction
SW3665A Sulfuric acid cleanup
PCB Aroclors SW3630C Silica gel cleanup SWB8082A GC/ECD
SW3660B Sulfur cleanup
SW3541 Automated Soxhlet Extraction
PCB Congeners ) EPA1668C HRGC/HRMS
SW3640A Gel permeation chromatography

Notes:

ALS SOP No. GEN- GEN- BLACK C SOOT PREP, September 20, 2010

EPA 1668C - Method 1668C: Chlorinated Biphenyl Congeners in Water, Soil, Sediment, Biosolids, and Tissue by HRGC/HRMS, USEPA, April 2010.
GC/ECD - Gas chromatography/electron capture detector

HRGC - High resolution gas chromatography

HRMS - High resolution mass spectrometer

PSEP 1986 - Puget Sound Estuary Program (PSEP) Recommended Protocols for Measuring Conventional Sediment Variables in Puget Sound, Puget Sound Water Quality
Authority, March 1986.

SIM - Selective ion monitoring
SW Methods - USEPA Test Methods for Evaluating Solid Waste, Physical/Chemical Methods, SW-846, Third Edition , 1998.
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Porewater Sampling and Analysis Plan

Table 5-4. Parameters Used to Evaluate Data Quality

River Mile 11 East
May 2014

Data Quality Indicators

QC Parameters

Precision

RPD values of:

(1) LCS/LCS Duplicate

(2) MSIMSD

(3) Field Duplicates

Accuracy/Bias

Percent Recovery (%R) or Percent Difference (%D) values

of:

(1) Initial Calibration and Calibration Verification

(2)LCS

(3)MS

(4) Surrogate Spikes

Results of:

(1) Instrument and Calibration Blank

(2) Method (Preparation) Blank

(3) Trip Blank

(4) Equipment Rinsate Blank

Representativeness

Results of All Blanks

Sample Integrity (CoC and Sample Receipt Forms)

Holding Times

Comparability

Sample-specific reporting limits

Sample Collection Methods

Laboratory Analytical Methods

Completeness

Data qualifiers

Laboratory deliverables

Requested/Reported valid results

Sensitivity

MDLs and MRLs

Notes:
LCS - Laboratory Control Sample

MS/MSD - Matrix spike/matrix spike duplicate
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Porewater Sampling and Analysis Plan

River Mile 11 East
May 2014

Table 5-5. Laboratory Method Detections, Method Reporting

Limits for Sediment Analyses

Lab Limits
Analytes CAS # MDLs MRLs
Conventional Inorganic Parameters (mg/kg)
Total Solids -- -- 0.10%
Total Organic Carbon -- 0.02% 0.05%
Black Carbon -- 0.01% 0.01%
Grain Size -- 0.10% 0.10%
PCBs Aroclors (ug/kg)
Aroclor 1016 12674-11-2 2.1 10
Aroclor 1221 11104-28-2 2.1 10
Aroclor 1232 11141-16-5 2.1 10
Aroclor 1242 53469-21-9 2.1 10
Aroclor 1248 12672-29-6 2.1 10
Aroclor 1254 11097-69-1 2.1 10
Aroclor 1260 11096-82-5 2.1 10
Aroclor 1262 37324-23-5 2.1 10
Aroclor 1268 11100-14-4 2.1 10

Notes:

MDL = method detection limit
mg/kg=milligram per kilogram
MRL = method reporting limit
ug/kg=microgram per kilogram.

MRLs and MDLs are based on 2011 performance audits conducted by ALS.

PCB = Polychlorinated biphenyl
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Porewater Sampling and Analysis Plan
River Mile 11 East
May 2014

Table 5-6. Accuracy and Precision Control Criteria for Chemicals in Sediments

Surrogate Spike Matrix
Analytical Accuracy LCS Accuracy Spike Precision (RPD or
Analyte Method (% Rec.) 2 (% Rec.) (% Rec.) %RSD)

Conventional Inorganic Parameters

Solids, Total SW160.3 NA NA NA <20

Total Volatile Solids PSEP NA NA NA <20

Total Organic Carbon PSEP NA 80-120 75-125 %RSD<20

Grain Size PSEP NA NA NA %RSD<20

Black Carbon Gustafsson NA 80-120 75-125 <20
PCB Aroclors

Aroclor 1016 SW8082 NA 53-100 53-100 <40

Aroclor 1260 SW8082 NA 58-112 58-112 <40

Decachlorobiphenyl SW8082 35-119 NA NA NA

Tetrachloro-m-xylene SW8082 33-143 NA NA NA
Notes:

1. Listed surrogate spike, precision, and accuracy control limits based on in-house performance statistics of ALS Inc. The values are subject to change
as the laboratory is updating the control limits per EPA requirements.
2. % Rec. = Percent recovery

LCS = Laboratory Control Sample
PCB = Polychlorinated biphenyl
PCB = Polychlorinated biphenyl
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Table 5-7. Data Quality Goals for PCB Congeners in Sediments

Porewater Sampling and Analysis Plan
River Mile 11 East

MDL MRL LCS MS/MSD Precision Labeled
Analyte CAS No. Compound
Relative %
(ng/Kg) % Recovery % Recovery Difference % Recovery
PCB 1 2051-60-7 8 20 50-150 50-150 50 --
PCB 2 2051-61-8 0.4 1 -- -- -- --
PCB 3 2051-62-9 9 20 50-150 50-150 50 --
PCB 4 13029-08-8 17 50 50-150 50-150 50 --
PCB5 16605-91-7 1 5 -- -- -- --
PCB 6 25569-80-6 1 5 -- -- -- --
PCB 7 33284-50-3 2 5 -- -- -- --
PCB 8 34883-43-7 12 50 -- -- -- --
PCB 9 34883-39-1 2 5 -- -- -- --
PCB 10 33146-45-1 2 5 -- -- -- --
PCB 11 2050-67-1 10 100 -- -- -- --
PCB 12 2974-92-7 3 10 -- -- -- --
PCB 13 2974-90-5 3 10 -- -- -- --
PCB 14 34883-41-5 3 10 -- -- -- --
PCB 15 2050-68-2 18 50 50-150 50-150 50 --
PCB 16 38444-78-9 4 10 -- -- -- --
PCB 17 37680-66-3 9 20 -- -- -- --
PCB 18 37680-65-2 20 50 -- -- -- --
PCB 19 38444-73-4 4 10 50-150 50-150 50 --
PCB 20 38444-84-7 19 50 -- -- -- --
PCB 21 55702-46-0 5 20 -- -- -- --
PCB 22 38444-85-8 9 20 -- -- -- --
PCB 23 55720-44-0 5 20 -- -- -- --
PCB 24 55702-45-9 5 20 -- -- -- --
PCB 25 55712-37-3 5 20 -- -- -- --
PCB 26 38444-81-4 8 20 -- -- -- --
PCB 27 38444-76-7 6 20 -- -- -- --
PCB 28 7012-37-5 19 50 -- -- -- --
PCB 29 15862-07-4 8 20 -- -- -- --
PCB 30 35693-92-6 20 50 -- -- -- --
PCB 31 16606-02-3 15 50 -- -- -- --
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Porewater Sampling and Analysis Plan
River Mile 11 East

Table 5-7. Data Quality Goals for PCB Congeners in Sediments
MDL MRL LCS MS/MSD Precision Labeled
Analyte CAS No. Compound
Relative %
(ng/Kg) % Recovery % Recovery Difference % Recovery
PCB 32 38444-77-8 8 20 - - - -
PCB 33 38444-86-9 5 20 - - - -
PCB 34 37680-68-5 7 20 - - - -
PCB 35 37680-69-6 8 20 - - - -
PCB 36 38444-87-0 8 20 - - - -
PCB 37 38444-90-5 13 50 50-150 50-150 50 -
PCB 38 53555-66-1 8 20 - - - -
PCB 39 38444-88-1 9 20 - - - -
PCB 40 38444-93-8 12 50 - - - -
PCB 41 52663-59-9 12 50 - - - -
PCB 42 36559-22-5 6 20 - - - -
PCB 43 70362-46-8 9 50 - - - -
PCB 44 41464-39-5 19 50 - - - -
PCB 45 70362-45-7 5 20 - - - -
PCB 46 41464-47-5 10 20 - - - -
PCB 47 2437-79-8 19 50 - - - -
PCB 48 70362-47-9 8 20 - - - -
PCB 49 41464-40-8 11 50 - - - -
PCB 50 62796-65-0 6 20 - - - -
PCB 51 68194-04-7 5 20 - - - -
PCB 52 35693-99-3 19 50 - - - -
PCB 53 41464-41-9 6 20 - - - -
PCB 54 15968-05-5 12 50 50-150 50-150 50 -
PCB 55 74338-24-2 12 50 - - - -
PCB 56 41464-43-1 10 20 - - - -
PCB 57 74472-33-6 12 50 - - - -
PCB 58 41464-49-7 13 50 - - - -
PCB 59 74472-33-6 6 20 - - - -
PCB 60 33025-41-1 13 50 - - - -
PCB 61 33284-53-6 17 50 - - - -
PCB 62 54230-22-7 6 20 - - - -
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Porewater Sampling and Analysis Plan
River Mile 11 East

Table 5-7. Data Quality Goals for PCB Congeners in Sediments
MDL MRL LCS MS/MSD Precision Labeled
Analyte CAS No. Compound
Relative %
(ng/Kg) % Recovery % Recovery Difference % Recovery
PCB 63 74472-34-7 14 50 - - - -
PCB 64 52663-58-8 7 20 - - - -
PCB 65 33284-54-7 19 50 - - - -
PCB 66 32598-10-0 16 50 - - - -
PCB 67 73575-53-8 15 50 - - - -
PCB 68 73575-52-7 15 50 - - - -
PCB 69 60233-24-1 11 50 - - - -
PCB 70 32598-11-1 17 50 - - - -
PCB 71 41464-46-4 12 50 - - - -
PCB 72 41464-42-0 16 50 - - - -
PCB 73 74338-23-1 9 50 - - - -
PCB 74 32690-93-0 17 50 - - - -
PCB 75 32598-12-2 6 20 - - - -
PCB 76 70362-48-0 17 50 - - - -
PCB 77 32598-13-3 17 50 50-150 50-150 50 -
PCB 78 70362-49-1 17 50 - - - -
PCB 79 41464-48-6 17 50 - - - -
PCB 80 33284-52-5 18 50 - - - -
PCB 81 70362-50-4 18 50 50-150 50-150 50 -
PCB 82 52663-62-4 13 50 - - - -
PCB 83 60145-20-2 22 50 - - - -
PCB 84 52663-60-2 12 50 - - - -
PCB 85 65510-45-4 10 20 - - - -
PCB 86 55312-69-1 15 50 - - - -
PCB 87 38380-02-8 15 50 - - - -
PCB 88 55215-17-3 12 50 - - - -
PCB 89 73575-57-2 19 50 - - - -
PCB 90 68194-07-0 24 100 - - - -
PCB 91 68194-05-8 12 50 - - - -
PCB 92 52663-61-3 12 50 - - - -
PCB 93 73575-56-1 22 50 - - - -
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Porewater Sampling and Analysis Plan
River Mile 11 East

Table 5-7. Data Quality Goals for PCB Congeners in Sediments
MDL MRL LCS MS/MSD Precision Labeled
Analyte CAS No. Compound
Relative %
(ng/Kg) % Recovery % Recovery Difference % Recovery
PCB 94 73575-55-0 12 50 -- -- -- --
PCB 95 38379-99-6 22 50 -- -- -- --
PCB 96 73575-54-9 21 50 -- -- -- --
PCB 97 41464-51-1 15 50 -- -- -- --
PCB 98 60233-25-2 22 50 -- -- -- --
PCB 99 38380-01-7 22 50 -- -- -- --
PCB 100 39485-83-1 22 50 -- -- -- --
PCB 101 37680-73-2 24 100 -- -- -- --
PCB 102 68194-06-9 22 50 -- -- -- --
PCB 103 60145-21-3 23 50 -- -- -- --
PCB 104 56558-16-8 23 50 50-150 50-150 50 --
PCB 105 32598-14-4 11 20 50-150 50-150 50 --
PCB 106 70424-69-0 14 50 -- -- -- --
PCB 107 70424-68-9 10 20 -- -- -- --
PCB 108 70362-41-3 27 100 -- -- -- --
PCB 109 74472-35-8 15 50 -- -- -- --
PCB 110 38380-03-9 24 100 -- -- -- --
PCB 111 39635-32-0 24 100 -- -- -- --
PCB 112 74472-36-9 25 100 -- -- -- --
PCB 113 68194-10-5 24 100 -- -- -- --
PCB 114 74472-37-0 12 50 50-150 50-150 50 --
PCB 115 74472-38-1 24 100 -- -- -- --
PCB 116 18259-05-7 10 20 -- -- -- --
PCB 117 68194-11-6 10 20 -- -- -- --
PCB 118 31508-00-6 19 50 50-150 50-150 50 --
PCB 119 56558-17-9 15 50 -- -- -- --
PCB 120 68194-12-7 15 50 -- -- -- --
PCB 121 56558-18-0 21 50 -- -- -- --
PCB 122 76842-07-4 12 50 -- -- -- --
PCB 123 65510-44-3 15 50 50-150 50-150 50 --
PCB 124 70424-70-3 27 100 -- -- -- --
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Porewater Sampling and Analysis Plan
River Mile 11 East

Table 5-7. Data Quality Goals for PCB Congeners in Sediments
MDL MRL LCS MS/MSD Precision Labeled
Analyte CAS No. Compound
Relative %
(ng/Kg) % Recovery % Recovery Difference % Recovery
PCB 125 74472-39-2 15 50 -- - - »
PCB 126 57465-28-8 14 50 50-150 50-150 50 --
PCB 127 39635-33-1 28 100 -- - - ~
PCB 128 38380-07-3 12 50 -- - - ~
PCB 129 55215-18-4 21 50 -- - - ~
PCB 130 52663-66-8 14 50 -- - - ~
PCB 131 61798-70-7 12 50 -- - - ~
PCB 132 38380-05-1 12 50 -- - - ~
PCB 133 35694-04-3 17 50 -- - - ~
PCB 134 52704-70-8 13 50 -- - - ~
PCB 135 52744-13-5 11 50 -- - - ~
PCB 136 38411-22-2 9 20 -- - . ~
PCB 137 35694-06-5 30 100 -- - - ~
PCB 138 35065-28-2 21 50 -- - - ~
PCB 139 56030-56-9 20 50 -- - - ~
PCB 140 59291-64-4 20 50 -- - - ~
PCB 141 52712-04-6 9 20 -- - . ~
PCB 142 41411-61-4 31 100 -- - - ~
PCB 143 68194-15-0 13 50 -- - - ~
PCB 144 68194-14-9 17 50 -- - - ~
PCB 145 74472-40-5 32 100 -- - - ~
PCB 146 51908-16-8 18 50 -- - - ~
PCB 147 68194-13-8 18 50 -- - - ~
PCB 148 74472-41-6 32 100 -- - - ~
PCB 149 38380-04-0 18 50 -- - - ~
PCB 150 68194-08-1 33 100 -- - - ~
PCB 151 52663-63-5 11 50 -- - - ~
PCB 152 68194-09-2 24 100 -- - - ~
PCB 153 35065-27-1 13 50 -- - - ~
PCB 154 60145-22-4 11 50 -- - - ~
PCB 155 33979-03-2 34 100 50-150 50-150 50 --
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Porewater Sampling and Analysis Plan
River Mile 11 East

Table 5-7. Data Quality Goals for PCB Congeners in Sediments
MDL MRL LCS MS/MSD Precision Labeled
Analyte CAS No. Compound
Relative %
(ng/Kg) % Recovery % Recovery Difference % Recovery
PCB 156 38380-08-4 13 50 50-150 50-150 50 -
PCB 157 69782-90-7 13 50 50-150 50-150 50 -
PCB 158 74472-42-7 10 20 - - - -
PCB 159 39635-35-3 35 100 - - - -
PCB 160 41411-62-5 21 50 - - - -
PCB 161 74472-43-8 35 100 - - - -
PCB 162 39635-34-2 35 100 - - - -
PCB 163 74472-44-9 21 50 - - - -
PCB 164 74472-45-0 14 100 - - - -
PCB 165 74472-46-1 36 100 - - - -
PCB 166 41411-63-6 12 50 - - - -
PCB 167 52663-72-6 11 50 50-150 50-150 50 -
PCB 168 59291-65-5 13 50 - - - -
PCB 169 32774-16-6 16 50 50-150 50-150 50 -
PCB 170 35065-30-6 16 50 - - - -
PCB 171 52663-71-5 37 100 - - - -
PCB 172 52663-74-8 38 100 - - - -
PCB 173 68194-16-1 37 100 - - - -
PCB 174 38411-25-5 19 50 - - - -
PCB 175 40186-70-7 38 100 - - - -
PCB 176 52663-65-7 39 100 - - - -
PCB 177 52663-70-4 14 50 - - - -
PCB 178 52663-67-9 22 50 - - - -
PCB 179 52663-64-6 23 50 - - - -
PCB 180 35065-29-3 14 50 - - - -
PCB 181 74472-47-2 40 100 - - - -
PCB 182 60145-23-5 40 100 - - - -
PCB 183 52663-69-1 40 100 - - - -
PCB 184 74472-48-3 40 100 - - - -
PCB 185 52712-05-7 40 100 - - - -
PCB 186 74472-49-4 41 100 - - - -
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Porewater Sampling and Analysis Plan
River Mile 11 East

Table 5-7. Data Quality Goals for PCB Congeners in Sediments

MDL MRL LCS MS/MSD Precision Labeled

Analyte CAS No. Compound
Relative %
(ng/Kg) % Recovery % Recovery Difference % Recovery

PCB 187 52663-68-0 19 50 -- -- -- --
PCB 188 74487-85-7 23 50 50-150 50-150 50 --
PCB 189 39635-31-9 18 50 50-150 50-150 50 --
PCB 190 41411-64-7 23 50 -- -- -- --
PCB 191 74472-50-7 42 100 -- -- -- --
PCB 192 74472-51-8 42 100 -- -- -- --
PCB 193 69782-91-8 14 50 -- -- -- --
PCB 194 35694-08-7 17 50 -- -- -- --
PCB 195 52663-78-2 43 100 -- -- -- --
PCB 196 42740-50-1 43 100 -- -- -- --
PCB 197 33091-17-7 25 100 -- -- -- --
PCB 198 68194-17-2 20 50 -- -- -- --
PCB 199 52663-75-9 20 50 -- -- -- --
PCB 200 52663-73-7 25 100 -- -- -- --
PCB 201 40186-71-8 44 100 -- -- -- --
PCB 202 2136-99-4 44 100 50-150 50-150 50 --
PCB 203 52663-76-0 44 100 -- -- -- --
PCB 204 74472-52-9 45 100 -- -- -- --
PCB 205 74472-53-0 45 100 50-150 50-150 50 --
PCB 206 40186-72-9 45 100 50-150 50-150 50 --
PCB 207 52663-79-3 45 100 -- -- -- --
PCB 208 52663-77-1 46 100 50-150 50-150 50 --
PCB 209 2051-24-3 15 50 50-150 50-150 50 --
PCB 1L -- -- -- 15-140 15-140 -- 15-150
PCB 3L -- -- -- 15-140 15-140 -- 15-150
PCB 4L -- -- -- 30-140 30-140 -- 25-150
PCB 15L -- -- -- 30-140 30-140 -- 25-150
PCB 19L -- -- -- 30-140 30-140 -- 25-150
PCB 37L -- -- -- 30-140 30-140 - 25-150
PCB 54L -- -- - 30-140 30-140 -- 25-150
PCB 77L - -- - 30-140 30-140 -- 25-150
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Table 5-7. Data Quality Goals for PCB Congeners in Sediments

Porewater Sampling and Analysis Plan

River Mile 11 East
May 2014

MDL MRL LCS MS/MSD Precision Labeled

Analyte CAS No. Compound
Relative %
(ng/Kg) % Recovery % Recovery Difference % Recovery
PCB 81L -- -- -- 30-140 30-140 -- 25-150
PCB 104L -- -- -- 30-140 30-140 -- 25-150
PCB 105L -- -- -- 30-140 30-140 -- 25-150
PCB 114L -- -- -- 30-140 30-140 -- 25-150
PCB 118L -- -- -- 30-140 30-140 -- 25-150
PCB 123L -- -- -- 30-140 30-140 -- 25-150
PCB 126L -- -- -- 30-140 30-140 -- 25-150
PCB 155L -- -- -- 30-140 30-140 -- 25-150
PCB 156L -- -- -- 30-140 30-140 -- 25-150
PCB 157L -- -- -- 30-140 30-140 -- 25-150
PCB 167L -- -- -- 30-140 30-140 -- 25-150
PCB 169L -- -- -- 30-140 30-140 -- 25-150
PCB 188L -- -- -- 30-140 30-140 -- 25-150
PCB 189L -- -- -- 30-140 30-140 -- 25-150
PCB 202L -- -- -- 30-140 30-140 -- 25-150
PCB 205L -- -- -- 30-140 30-140 -- 25-150
PCB 206L -- -- -- 30-140 30-140 -- 25-150
PCB 208L -- -- -- 30-140 30-140 -- 25-150
PCB 209L -- -- -- 30-140 30-140 -- 25-150
PCB 28L -- -- -- 40-125 40-125 -- 30-135
PCB 111L -- -- -- 40-125 40-125 -- 30-135
PCB 178L -- -- -- 40-125 40-125 -- 30-135
Acronyms:
L = Labeled MS/MSD = Martix Spike/Matrix Spike Duplicate

LCS = Laboratory Control Sample
MDL = Method Detection Limit
MRL = Method Reporting Limit

ng/Kg = nanogram/kilogram

PCB = Polychlorinated biphenyl
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Porewater Sampling and Analysis Plan
River Mile 11 East

. . May 2014
Table 7-1. Schedule for Project Deliverables
Activity Work Product Schedule

. . Draft Porewater SAP March 4, 2014
Porewater Sampling and Analysis Do to EPA Toam:
Plan Final Porewater SAP May 23, 2014

Draft HASP June 22, 2014 - 6 weeks ahead of expected passive sampler placement
Porewater SAP HASP o hASe Due 10 EPA Team:
30 days after receipt of EPA Team comments on the draft

Passive Sampler Placement None Targeted for early August 2014*
Passive Sampler Retrieval None Targeted for mid-October*

Due to EPA Team:
Porewater Field Sampling and 90 days after PED Retrieval
Data Report Final Porewater Report Due to EPA Team:
30 days after receipt of EPA Team comments on the draft
Due to EPA Team:
60 days after submission of the Draft Porewater Report to EPA
Due to EPA Team:
30 days after receipt of EPA Team comments on the draft

Draft Porewater Report

Draft Implementability Report

Implementability Study
Final Implementability Report

Draft Recontamination Due to EPA Team:
Recontamination Evaluation Assessment R.epo.rt 60 days after submission of the Draft Porewater Report to EPA
Final Recontamination Due to EPA Team:
Assessment Report 30 days after receipt of EPA Team comments on the draft

Notes:

1. Passive sampler placement will target a period when the Willamette River stage is at its lowest and is currently scheduled to occur in early August 2014. Passive sampler retrieval will
occur approximately 60 days after placement. The target passive sampler placement date is targeted for late August 2014 through mid-October but the actual installation and retrieval
schedule is contingent upon vessel traffic considerations at the Glacier NW and Cargill Docks.
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Page 1 of 1 the Environment, LLC.



ERSTATE AVE & WHEE R AVE]
" $ £ o~ FIGURE 1-1
<& & K & .
¢ N ” o
& J—— 8 S Project Area Map
« 2 LARRABEE AVE - é
s, o 2 o K
/Q@l/o ee@v % I E % )é \“OO
< 2 H 2 : i i
A 2 ] o 2 River Mile 11 East
< [a} m .
) H Porewater Sampling
and Analysis Plan
Q " .
z z % Willamette River
2
z g % 2 Portland, Oregon
2 > o
] H 3 H 5
rzn " LORING ST z Z); f
" e g LEGEND
=4
o RM11E Project Area
~~_ (dashed line indicates
inferred top of bank
RIVER ST LARRABEE AVE P )
@ Shoreline Properties
m
o
o .
2 —— U.S. Army Corps of Engineers
z A - [ ] Navigation Channel
FAMLYLLC » %a, & i - 9
* ] . .
GLACIER NORTHWEST INC ! LR —===River Mile (RM) Tenth
RIVER ST pmm? T ‘e ann CARGILL INC
& LN
ROSS ISLAND SAND wmm’ ~
mmmmmmmE— STATE & GRAVEL CO. rmmm==" I M R
" 1 OF OREGON (RB PAMPLIN CORP.) o mmmm ', -
: HERMAN STAN ' I
SAKRETE OF PACIFIC NORTHWEST . Paosoa, I|
- U Ses . . 1
r LR il TS L R 4 ‘b,l’ Vrmm= ™ I'\\
' I
]
]
]
— ] I
— N e 1 1
- I | !
T I !
] 1
' .'
] I
] ]
] ]
] ]
] ]
! !
! |
o o — o~ ™ <! wl
. ] 1 t ) ’
S = 3 3 = =1 =1 FION
S S S I
nE: E: i3 o 74 o§:'| DE:II RM-L
I' ’,' RM-2,.
1
] ]
" ,' — RM-3
.- : '
]
lI l' ] RM-4 7
] ] ]
] ]
|I 1 Jl/ rRM5
! |" - < ! 7
S 1 - H RM-6
- - g — % I I 7/
[ — 4 I| | 1 RM-7
. 1 1 ! / RM-9
] RM-8
e
RM-1
&3
RIVERSCAPE ST NAITO PKWY i
<
MAP NOTES: 2
Date: February 27, 2014
RM = River Mile
1. The locations of all features shown are approximate.
2. RM11E Project Area includes AOPC 25 and
the adjacent riverbank area to the top of bank.
3. Air photo taken fall 2012 by METRO.
0 150 300
[
Feet
Document Path: P:\Portland\487-DOF\GIS\Project_mxds\Porewater_SAP\Figure1-1_Project_Area_Map.mxd



Elevation (feet NAVD88)

Notes:

Figure 2-1
Willamette River Stage
Porewater Sampling Analysis Plan
River Mile 11 East
Portland, OR
OHWM
LEGEND
2013 Willamette River Stage
Average Willamette River Stage (2007-2012)
_____ Portland Harbor Water
Level Datums
w MHWM

f

| [‘

OHWM = Ordinary High Water Mark, refers to
upper edge of the riverbank and defines the
elevation beyond which inundation by the river
is limited to extreme flow events, which occur
approximately every 5 years.

M [l N A | i M 1m

|

I ~J‘i J MHWM = Mean High Water Mark, refers to the
I'h elevation defining the shoreline boundary of the
Portland Harbor Superfund Site and is based on
DEQ memorandum dated July 9, 2003 to EPA
MLWM regarding the upland/in-water boundary for the
Superfund Site (DEQ 2003b).

MLWM = Mean Low Water Mark, refers to the
average approximate average low water height.

Sampling Period = approximate time of the year
to collect groundwater samples during a lower
river stage height.

(& () [ (&

2 g s g 5 = 3 3 g S g 2 5

= o 2 =, 2 > < ) S = 2 o =

Q < > ) ® o 3 <

5 ) A 3 @ 3 5

< < & = o o <
Date o) @ @




FIGURE 2-2
Proposed Porewater

Upstseam Reference Slg;%tion| INTERSTATE Aye g
o 1 z
ks AWR-344 VTERSTATE e 2

=4

[7 )
S

Z

=7 m

EINA A

Z

AV HUWS3N

)
a

o Rm'ﬁsfj

l;-----___~‘

250

N
RM~1~

-25 Feet -30

MULT 89881

RIVER ST

v SIMET

!

v VNIETY

RIVER ST

JREWR

0 | e,
o I

Mwoo1, ATRYEA

= L
oy ,vi&i&

MWO002s
——

40)
S w

LARRABEE AVE

Sampling Locations

River Mile 11 East
Porewater Sampling
and Analysis Plan

Willamette River
Portland, Oregon

consistent with the information presented in the Draft FS report
for the Portland Harbor (Anchor QEA et al., 2012).

3. Engineered Cap Zone and In-Situ Treatment Areas digitized
from Figure 2.6-2K of the FS.

‘WR-352 @%“‘?}‘ﬁ:«\\@%‘; *tl-_:‘-\ Ry
. 3 S eSO RMILE-PW 003 s S e e RM 11 E-PW.006 /3 Y
) R = T N g TV RUVLLO RSN Or-m WR-342
| i N NS iy, [ ST o
% e ~ . ~ v 2 = ) - =3
§ ? '}JS’J S A s RMl'lPW,O ‘QQ ‘ . =Yy \\-ﬁ-&}v; 2
A Zora B2 s = S ) I B =
' E e S — ,:—-——-‘-—-&“,\\QQ. RMI1E-PW004’ ! Sy wiagg %
= PN ; — =T __ < ™, 7 1 AEERRS
- WR-306 % - ) ] L ) | L RVACN
_ = Almnnerss - -
= \\\ [ S e ““v I == SO
SSUURMLLE-PWOOLN \oaieé ! -—
R "'—"""--—._-ll——-——' N >
' o S
: =
] i ~
! . ’
i ]
! 1
]
]
]
! I
]
H ]
o | I
! I
oy ,,'
1
o l'
o i
g Ci//?
Rl 0
] A a0
,AE/ ! &S O ' %40
- , ’
H ~ o <1 <
bt o o a1 = J
s = “' ] S|
& z E x | =
I |
¢ " |
]
3 ! 1
° @ 0 ! !
! I
! I
! 1
A n A = a0 A nan ol oo DD NI
MAP NOTES: <
Date: February 26, 2014
FS = Feasibility Study
RAL = Remedial Action Level
RM = River Mile
1. The locations of all features shown are approximate.
2. The comprehensive benthic risk areas and FS RAL footprint is
0 100 200
|
Feet

LEGEND

Proposed Porewater Sample Locations
. Porewater Sample
O Upstream Reference Station

All Other Features
Engineered Cap Zone
In-Situ Treatment Area

L. ] FS 75 uglkg RAL boundary

N\ Comprehensive Benthic Risk Area
A Geotechnical Boring

& Monitoring Well

RML11E Project Area
~~\_ (dashed line indicates
inferred top of bank)

r— U.S. Army Corps of Engineers
- _I Navigation Channel
|:| Building/Structure

|:| Tax Lot

$%  Active Outfall
e

—— 5 foot Bathymetric Contour

Inactive Outfall

—===River Mile (RM) Tenth

Document Path: P:\Portland\487-DOF\GIS\Project_mxds\Porewater_SAP\Figure2-2_Proposed_Porewater_Samples.mxd




FIGURE 2-3

Uﬂﬁ?@ém Reference Station|
i Total PCB Concentrations

I "VTERSTATE ave
TERSTATE Ave

.
[

=% RM11E-SLO10
2y
T in Bank Soils and Surface Sediment
River Mile 11 East
RM11E-G044 H
RM11E-G043 L5 e Porewater Sam pllng
Heme.cos 2 and Analysis Plan
y >
W m
Y o
1© z H z - .
1";' <‘35&\\‘ ;:% : Willamette River
iz z Portland, Oregon
0 250
pra—— LEGEND
UARRABEE gy 4@ Bank Soil Sample Location
@ Surface Sediment Sample Location
MULT 89881 RIVER ST .
‘ Ms»s,% . Proposed Porewater Sample Location
Ave
E:\ O Proposed Upstream Reference Station
RVER ST m Mwoogd MWO002s Location
3 b T 4 \\\;\“ﬁs . Total PCBs in Surface Sediment
0. : .
RMllE SL023 RM11E-SL015; s el RMLLESLe2 S (FS RAL Footprints)
\/R-352 _RMI1E-SL0gS wite S ] A Sl Siw GMWOM 75 - 200 ualk
RM11E-SL019 - u
RMHE SLoog MWOO k J " RMllE SLOL2 /ﬁ okg
30 RM11E" SL022 .‘“ ,mg.\‘ J WR:-341/ s =200 - 500 ua/k
RM11E- SL021\WR 353 .y ',4 s “ = -\_.., v.* RM11E-SL014 9/kg
RM11E-SL007 N 3, \lg~ /’/‘\0\"‘;““ -—>-~‘ &\\
~ e 9’/\%‘( RM11E-SL00 WR-351 0‘“ \ ‘ﬂ >500 - 750 ug/kg
RM11E-SL003 Ve 1007 ~cD L ~ N . AN \ RMllE G036 .\‘\k %‘-
MWOOS;“J LV CRMME SLO0S5 &%~ \\ J ""\:\._“\‘\ >750 - 1,000 ug/kg
N e - & o ruuesvoos 75’ \‘y & = 1E O
-—A" == Helok
[ RM11E-SL002 s = 22 -',‘-5——/ >
“eosd : OF4 * =P 5 1,000 ug/kg
_,,.A_—-/ ﬁ ==~ RM11E-G012 . . .
RMLLE- SLOOl ] RMI1E:CO12-A - RM1LE-C033-A = \ * \\ N\ Comprehensive Benthic Risk Area
3 w 2 RM11E-GO15 L ‘-.
/’ RM“E'GUUSO oy = > TREETS \\Q\\\‘v\ ®X..._| All Other Features
J 0 RM11E-G037, , ~ ©  Monitoring Well
RM11E-C010-A(R2) X onitorin e
///—//;—’____—-ﬁ‘_/_/RMME—GMS RM11E-G016 1 /’\-so R“isti RM11E G046~ 9
- RM11E-G076! —_— T .
RM11E—G006/35: . —— LW3'UG02 R.;\/IllE—GOSS RMME,GOSB T.\LJ \&\ RM11E Project Area
: LW3-G777 ® ! RML1E-GOg4 —= ~~_~ (dashed line indicates
RMI1E G002 = Ce’j' . CTRTREG ! RMllE Y :\ inferred top of bank)
— - o\t:j/' RM11E:G020, RM11E-GO47.
l .
RM11E-G007. g RMI1E-G010 RM11E-G014 C)RMMEGU77 . ! @ r __I U.S. Army Corps of Engineers
- @ o | Navigation Channel
o . ] S
° j‘? e ! ! [ ] Building/Structure
(""/':) O RM11E-G042 i
-40 40 ¥ s Tax Lot
o i RMI1E-G063 .RMllE G021 o : :]
o i ® I 2 Active Outfall
=) ° ] .
: ) - I ¥  Inactive Outfall
J 1 . .
: I === Cable Crossing (approximate)
/V”“\j S o ! 20 —— 5 foot Bathymetric Contour
! 59071 —=== River Mile (RM) Tenth
—
= N ™
= g g
@ = =
x . 74 ]
I
]
Kw ' 3
5 S ]
e ) % : A : "
g 1\ |
| 1
I\ 1
[ : !
3
A n A — O A nag oL oo DD NI
MAP NOTES: ; ; ;
Date: February 27, 2014 4. Total PCBs were calculated using the Portland Harbor Remedial Investigation (RI) Total PCBs in Bank Soils and Surface Sediment é
FS = Feasibility Study data rules and calculated totals are the sum of all detected concentrations; non-detected ‘. <>O
PCB = Polychlorinated Biphenyl concentrations are treated as zero. <75 Ug/kg >500 - 750 Ug/kg
RAL = Remedial Action Level 5. The breakdown of total PCB concentrations is consistent with each of the remedial
RM = River Mile alternatives (B through F) presented in the Draft FS report for the Portland Harbor
1. The locations of all features shown are approximate. (Anchor QEA et al., 2012). ‘. >75 - 200 Ug/kg <>O >750 - 1.000 Ug/kg
2. The comprehensive benthic risk areas are consistent with the 6.Two multi-point composite samples, collected from the upper and lower riverbank in the !
information presented in the Draft FS report for the Portland Harbor southwest corner of the Glacier NW property are included in this figure and the data are 0 100 200
(Anchor QEA et al., 2012). presented in Glacier NW's Riverbank Soil Source Control Screening Evaluation (ERM, 2013). [ |
3. Source of existing sediment sample locations is LWG SCRA Database 7. New surface sediment data (RM11E-G076, -G077, -G079) collected as part of the RM11E <>O >200 - 500 Ug/kg ‘. >11000 Ug/kg Feet
(Integral et al., 2011) and RM11E Field and Data Reports (GSI, 2010). Supplemental RI/FS are included in this figure. ee

Document Path: P:\Portland\487-DOF\GIS\Project_mxds\Porewater_SAP\Figure2-3_Total_PCBs_Banks_Soils_Surface_Sediment.mxd



UpSt#8am Reference Station|

INTERSTATE ave

v ONIGEYH

FIGURE 2-4
Maximum Total PCB Concentrations
in Subsurface Sediment

River Mile 11 East
Porewater Sampling
and Analysis Plan

Willamette River
Portland, Oregon

— IN
S I E] "TATE ave
RM11E-C04LB 3
e 5.8 (305-64cm)
: RM11E-C042-B_(R2)
RNITIE:CO30 B V.»-j);/‘\ﬁ\ (30-91cm)
(305~ 91:4 cm) 5 =
WLR0797WRCD43RCD43A S
(0-182 c\m)/ ,'( “30 0
)
WLCCIFO1T04TO04 | g
(0 - 60 cm) o . RM11EIC043-B z
WLCTO|981801|801/,"" I (305 g;gs;m)g z
Z (0.- 91.cm) 15 R | [ "
HM11E-C040-B ! 3 ! z //7 -
> o 4 5
15 (Qerataem o AN @ i 2 :
11— & <3 WLR0797WRG039|3G039AI’ I ! 4 z
1= S957(0-121 cm) ! a S
I N> | Z
f I — D
0 250 500 357 2
240
& pas)
25 Feet -30
LARRABEE Ay
MULT 89881 RIVER T -
e Rorare
. .
RIVER ST |
RV — et a MWO003d  MwO002s
\ § ~
\ \WR40/]1]
z ] LT
. RMI1LE-C048-B (R1) ) 0
> ey WFCGVE?SESN;’QC;BM); (305-91.4cm) . - 1
- 8 cm - q 4 ~
. e B o RM11E-C048-B (R2) MWO00 h .
& ALLEZCO15] (305 - 82 cm) () ___/-//_ 25 LI Oy |
(914 - 152.4 cm) A i
SN d WR-353 ' % OF43 Tt 3 WLCTOI98ISC1ISC1.
. HWLCGWF03GNCOMP2003 4 & w7 P WR-352 RMIL1E-C022-C \1__ (05—t - RMIIE-C029"B™ </~ RM11E-C032-B g
T e o N MRS T = (91:47,140 cm) \‘\s‘c (30152 91:4 Cm) > (3052914 ci) = WR-342 oy \/\
B AN 330 vikid A S ) ~ =g < a RS N 3 NR- .
MULT 1007 -o~<N A e &J—i’ ~ RML1E:C025-B —.\\ ) S«b\RMllE;COB\S&B ~WR—343 WLCCIF01T04T04
© MWO005 . & o P -_‘:'f-'” RM11E-C019-D~_°, (30.5.- 91.4cm) I — % (30.5.- 9174 cm), S (0- 60 cm)
@ : e PR g N/ (152.4 - 2134 ¢m)— 10 G ToBIsC2IsC SN~ = 2N RM11E-C038:B
0 §le . OF44 T TTT — s N— FNY S WL CGWFO3GNVCO1A RMILE-co26-E l, eriazem WLCCIFO1TO1TO1, — Pa S 305 9raTm)
S n w25y OF44A = = ; —RMI1E B RMIIEZC012-B—\———¥ == ©l5486cm)  ».__ RMIIE/C023'B (2134-3048cm) 0. 5acm) g NS .
S ) s | (20501 em) (305 - o4 om)— N N @os-otacm \ @ i ® oot A SWRSH O
S » LW3-C779-B = S Y,
S g O o RM11E-C020-8 - ~(30-97. ¢ om A \\*&
RM11E-C006-B 1 2 - — ( cm) ~— / \.\\
e e?) '0(30:5 o gglcm)«l(-s\’[\J/3';JSC‘01')B e o1es (305 - 91:4cm) — g .ll T —RMILE-C033-B = °® , \ S N
= X - -93cm —_— -9174 =
-5 ==—554-172cm) (@) A1 CO13 B(30.5 -9l4cem) . |W3.UC02-B— — LW3-C778:8 S LW3-UC03-B H (30.5 -9174'cm) WLCCIFOLT03T03 ]
. RM11E-C001-C - - B 1 @05 - él P c;n) (30-90cm) (30 - 118°cm) (30-120 cm) 1 \’(0'—»106Acm) ,
(GLas1a8cm) RM11E-C004-8— 22 e RM11E-C010-B - . ?3%415“5;1:[1132;715) RM11E-C034-B /\'SO S (RB“éllEmlEé%%E!g;%
T ) (30.57-.9174 cm) @05-9L4cm)= = WLCGWF03GNZCOMP2003 RM11E-C024-C. 1 (305 - 91.4 cm) i W - ] (.
p— LW3-C777-B (54.86 - 88.39 cm) (914 - 15274 cm) ~ | ] RM11E:C036-B —
) RM11E-C027-B MLLES 5 ] —
—— o0 - (30-122 cm) g R (305 1 9174¢m) ] (30'5 - 91:4 cm) ~—
o RM11E-C021-B ) i =
EO/ = ° RM11E-C017-B S (305 - 91.4 cm) ° J i [l
— RMLIE-C002:8 @305-91.4cm) 7 > I ®
= . | (30.5-91.4 cm) ) y ! 5. 91. I
35\u_/. RM11E-C005-B  RMI11E-C008-B Rg’\[;ltlsgfalgn?) L’W ,l RM11E-C037°B {WLR0797WRCD43RCD43A
(30,5 - 91.4 cm) (30.5 - 91.4 cm) : : - 30.5 - 91.4 (0-182cm)
“ [ ) RMI1E-C014-B ,l (30! Acm) h ®
D : (305 - 91.4 cm) | ‘55/
b 1 RM11E-C018-B - ] RM11E-C040-B
@] ] (30.5-91.4cm) (305 -91.4 cm)
o
o -
A4S
:! WLR0797WRGC38RGC38A ™
— N (0 -61cm) —
= g 2
@ s =
z . [°4 ]
]
]
1
]
e \ !
# |
I
]
WLR0797WRCD41RCD41B 1
(182-213cm) S\ \@0\(!\‘,\
A A A - PN AANANYY V- R o~ DN [ e
MAP NOTES: <
Date: Febr'u:f\ry 27,2014 4. Total PCBs were calculated using the Portland Harbor Remedial Inyestlgatlon (RI) Maximum Total PCBs in Subsurface Sediment
FS = Feasibility Study data rules and calculated totals are the sum of all detected concentrations; non-detected
PCB = Polychlorinated Biphenyl concentrations are treated as zero.
RM = River Mile 5. The breakdown of total PCB concentrations is consistent with each of the remedial . <75 Ug/kg O >500 - 750 ug/kg
1. The locations of all features shown are approximate. alternatives (B through F) presented in the Draft FS report for the Portland Harbor
2. The proposed porewater sampling station is co-located with previously (Anchor QEA et al., 2012). @) >75 - 200 ug/kg @) >750 - 1,000 ug/kg
collected surface sediment grab sampling locations, which differs slightly 0 100 200
from the paired subsurface sediment core locations.
iating sedi fons >200 - > [ —
3. Source of existing sediment sample locations is LWG SCRA Database O 200 - 500 qukg . 1’000 qukg
(Integral et al., 2011) and RM11E Field and Data Reports (GSI, 2010). Feet

LEGEND

@ Subsurface Sediment Sample Location

. Proposed Porewater Sample Location

Proposed Upstream Reference Station
Location

All Other Features
& Monitoring Well

RML11E Project Area
7\_ (dashed line indicates
inferred top of bank)

r— U.S. Army Corps of Engineers
- _] Navigation Channel

|:| Building/Structure

|:| Tax Lot

&% Active Outfall
*

=== Cable Crossing (approximate)

Inactive Outfall

—— 5 foot Bathymetric Contour

—===_River Mile (RM) Tenth

Document Path: P:\Portland\487-DOF\GIS\Project_mxds\Porewater_SAP\Figure2-4_Max_Total_PCBs_Subsurface_Sediment.mxd




Attachment 1

RM11E Field Forms

Porewater Sampling and Analysis Plan
River Mile 11 East - Portland, Oregon May 2014



FIELD CHANGE REQUEST (FCR) FORM

Project Name: River Mile 11 East, Supplemental RI/ES Investigation

FCR Number: FCR Date:

Prepared for: Sean Sheldrake, EPA

Summary:

Description of Proposed Modification:

Reasons for Modification:

Schedule Impacts:

Submitted by:

Project Manager: Date:

Approved by:
EPA Representative: Date:




Sediment Core Drive Log

Job:

Job No:

Field Reps:

Contractor:

Core Location:

Date: Time:

Attempt #: Accept/Reject

Sample Method:

Proposed Coordinates

Actual Coordinates

N: E: N: E:

Mudline: Mudline:

Core Drive: Core Drive: Core Recovery:
=

i Tide Measurements (Datum: )
Time/Height:
DTS Boat: DTS Lead Line:
Time/Height:
Mudline Elevation:
Description: Measurement (to nearest 0.1 foot):

(free fall, fingers inverted, vibration needed to drive/extract,

estimation of density, debris encountered, slopes, refusal,
mudline conditions, drive action, etc.) Avg. % Recovery:
Avg. % Compaction:
O
Q .
© Section: Length:
E _
1) A =
—
®
=)
2
=
B =
C =
D =
Total Drive: Length Recovered:
Notes:

Description
at Cuts:

f:/fieldforms/sedimentcoredrivelog



tthompson
Typewritten Text

tthompson
Typewritten Text

tthompson
Typewritten Text


CORE LOG

Project: RM11E Porewater Sampling |Station ID: Location: Portland, OR Page __ of
Latitude: Longitude: Name of Driller: Drilling Firm:

Time: Date: Core Type : Core Size: 4" OD Aluminum; 3.75" ID
Mudline: Elevation Datum: Penetration: Acquisition:

Tide Time/Height Tide Time/Height Percent Recovery: Accept/Reject:  Accept Reject

Date Logged: Time Logged: Name of Core Logger:
Depth Sampling
. USCS group name, color, grain size range, minor constituents, plasticity, odor, sheen, moisture content, texture, wethering,
(unit) UsSCs Munsel PID Sample Sample  |cementation, geologic interpretation, etc
Color Depth Number




Chain of Custody Record & Laboratory Analysis Request
Science and Engineering for the Environment LLC

4401 Latona NE

Seattle, WA 98105

206-418-6173

Lab Assigned Number:

Turn-around Requested: Normal Date:
Client Company: Phone: Page: of
Client Contact:  Tim Thompson 206-418-6173 No. of Cooler
Coolers: Temps:
Client Project Name: Analysis Requested Notes/Comments
: - - - o
Client Project #: I ° ° 2 8 = [a)
Samplers: SEE. GIS ] %) 3 S |lm &| & [ ]
; o o) [%2] Z o8| © < =
‘T = = o o X %]
. . No. S S m S =] £ s
Sample ID Date Time Matrix . O 2 o o| & 2
Containers a m O

Comments/Special Instructions Relinqushed by: (Signature)

Received by: (Signature)

Relinquished by: (Signature)

Received by: (Signature)

printed Name:  Tim Thompson Printed Name: Printed Name: Printed Name:
. Company: Company: Company:
Company:
Py SEE.
Date & Time: Date & Time: Date & Time: Date & Time:
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Attachment 2

Plan and Procedures for the Inadvertent Discovery of Cultural

Resources and Human Skeletal Remains
RM11E Project Area, Portland, Oregon

The RM11E Participation Group plans to conduct surface sediment sampling concurrent with
porewater sampling efforts as part of the Supplemental Remedial Investigation and Feasibility
Study (RI/FS). This work is being conducted pursuant to the Statement of Work (SOW)
contained within the Administrative Settlement Agreement and Order on Consent (Settlement
Agreement) (U.S. Environmental Protection Agency [EPA] Region 10, CERCLA Docket No. 10-
2013-0087). These investigations are supplementary to the RI/FS for the Portland Harbor
Superfund Site and are targeted to facilitate selection and design of a final remedy at the RM11E
Project Area.

The following Inadvertent Discovery Plan (IDP) outlines procedures to follow, in accordance
with state and federal laws, if archaeological materials or human remains are discovered.

Introduction

Cultural resources are extremely important to our Tribal nations and to our state’s sense of
identity and history. Tribal cultural resources can include ceremonial artifacts and objects at
burial sites. The locations of burials and their associated human remains are also of great
importance to the traditions and identity of Tribes. Properties that contain cultural resources are
of critical significance to Tribal nations. Therefore, it is extremely important that identification
and protection of cultural resources be considered carefully in planning for any ground-
disturbing activities at a site.

The Cultural Resource Monitoring River Mile 11 East Focused Sediment Characterization, Willamette
River, Portland, Multnomah County, Oregon identified a moderate to high likelihood that
archaeologically sensitive artifacts exist onsite (SWCA, 2010). Previous RM11E sediment
investigations found numerous historic debris, which consisted of a mix of fragments including
brick, nails, unknown metal, glass, ceramics, wood and plastic as well as recent anthropogenic
debris mixed in with river sediments of sand, gravel, and silt. The debris appeared to be the
result of a large amount of land-derived debris and fill pushed into the Willamette River
channel during shoreline demolition events and historic structures at sites. No prehistoric
archaeological materials or evidence of intact subsurface prehistoric cultural deposits were
observed during the course of previous work.

Inadvertent Discovery Plan
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This document provides guidelines should someone discover a cultural or archaeological
resource onsite. It is important that workers onsite comply with applicable state and federal
laws protecting these cultural resources.

Recognizing Cultural Resources

A cultural resource discovery could be prehistoric or historic. Examples include:

¢ An accumulation of shell, burned rocks, or other food related materials,
* Bones or small pieces of bone,

* An area of charcoal or very dark stained soil with artifacts,

* Stone tools or waste flakes (i.e. an arrowhead, or stone chips),

* Clusters of tin cans or bottles, logging or agricultural equipment that appear to be older
than 50 years,

* Buried railroad tracks, decking, or other industrial materials.

When in doubt, assume the material is a cultural resource.

Inadvertent Discovery Plan Procedures

Due to the potential to encounter archaeologically sensitive artifacts in the RM11E Project Area,
David Ellis of Willamette Cultural Resources Associates, LTD. (Willamette CRA) and his team
will be retained to oversee potential cultural resources found on the Site during surface
sediment sampling activities. Mr. Ellis has provided training to GSI field staff to define what
kind of artifacts and deposits require examination and documentation by an archaeologist. A
Willamette CRA archaeologist was present during the initial Supplemental RI/FS sampling
conducted in November 2013 to inspect surface sediment grab samples. No sensitive
prehistoric or historic artifacts were found during this sampling or previous RM11E sediment
sampling conducted in this area. This archaeologist will be on-call during logging and
processing of diver-collected surface sediment samples at the laboratory.

If archaeologically sensitive prehistoric or historic artifacts are discovered when the
archaeologist is not on site (i.e., on-call), the following steps will be taken:

STEP 1: STOP WORK. If any ALS, SEE, or GSI employee, contractor or subcontractor believes
that he or she has uncovered a cultural resource that requires examination by an archaeologist
at any point in the project, processing of the sample in question must stop.

STEP 2: NOTIFY MONITOR. The Field Director will notify the project archeologist to examine
the material in question. If the archeologist determines that the artifact(s) and/or deposits
require formal documentation, they will follow the IDP procedures listed below and inform
ALS, SEE or GSI staff when/if sampling activities may resume.

Inadvertent Discovery Plan
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STEP 3: NOTIFY GSI PROJECT MANAGEMENT. If the project archeologist initiates the IDP
procedures listed below, the Field Director should notify the senior Project Manager who will
subsequently inform the RM11E Participation Group of the status of such activities. If deemed
appropriate by the project archeologist and the Project Manager, sample processing activities
may recommence on other samples while awaiting the results of the applicable IDP
consultations.

The following presents specific IDP procedures for the RM11E site.

e If any previously unidentified archaeological materials are encountered, processing of the
sample in question shall stop immediately, and the Field Director will notify the project
archaeologist. The project archeologist will follow State Historic Preservation Office (SHPO)
guidelines for known sites and isolated finds (ORS 358.905-385.955 or sites along scenic
waterways (ORS 390.805-390.925).

e Ifisolated artifacts (designated by SHPO as less than 10 artifacts of non-diagnostic quality)
are recovered, sample processing may continue.

e If human remains or funerary objects are encountered the Oregon State Police, SHPO, and
the appropriate tribes will be notified in accordance with Oregon state laws and regulations
(ORS 97.740-97.760; State Executive Order Number 96-30). The Multnomah County Medical
Examiner will also be notified if human remains are encountered.

0 If human remains are encountered, they should be treated with dignity and respect
at all times. Cover the remains with a tarp or other materials (not soil or rocks) for
temporary protection in place and to shield them from being photographed. Do not
call 911 or speak with the media.

e If faunal (bone) material is observed in a sample and is clearly not fish or bird bone, the
project archeologist immediately will contact a supervisory archaeologist with osteological
training to determine if the bone is human or animal. Work will be halted until the
osteological determination has been made.

Documentation of Archaeological Materials

All artifacts collected from samples will be analyzed, catalogued and temporarily curated.
Ultimate disposition of cultural materials will be determined in consultation with SHPO, or any
other applicable tribes and agencies.

All archaeologically sensitive prehistoric or historic cultural material discovered during project
activities will be recorded by a professional archaeologist on a form using standard techniques.
Site overviews, features, and artifacts will be photographed; stratigraphic profiles and
soil/sediment descriptions will be prepared for subsurface exposures. Discovery locations will
be documented on scaled site plans and site location maps.

Archaeological discoveries will be documented and reported to SHPO, other potential federal
agencies, and any potentially affected tribe(s). If no cultural resources are encountered, the
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project archeologist will sign a compliance certification and summarize all observations for
inclusion in the Field Sampling and Data Report.

Finds of incidental debris that do not warrant formal documentation will be provided to
Willamette CRA for review.

References

SWCA Environmental Consultants, 2010. Cultural Resource Monitoring Rive mile 11 East Focused
Sediment Characterization Willamette River, Portland, Multnomah County, Oregon. April
2010. Prepared for GSI Water Solutions, Inc.
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SOP Code: SEE-PS Deployment
Revision 2
Version Date: 5/21/2014

Standard Operating Procedures for
Diver-Placement and Retrieval of Passive Samplers and Co-located
Sediment Samples

1. SCOPE AND APPLICATION

This standard operating procedures (SOP) document presents detailed descriptions of
methodologies for divers to follow during the placement and retrieval of passive samplers and
collection of co-located sediment samples for the River Mile 11E (RM11E) supplemental
remedial investigation/feasibility study (RI/FS). The purpose of this document is to provide a
clear set of protocols for the field and dive team to review and follow in order to ensure data of
sufficient quality and consistency are collected to meet project objectives described in the
Porewater Sampling and Analysis Plan (SAP). This SOP includes procedures for a
reconnaissance survey to test and confirm the sampling methodology will be successful in the
field conditions at the site.

2. METHOD SUMMARY

Porewater samplers consist of pre-fitted 10 x 50 cm polyethylene (PE) strips mounted into
aluminum sampling frames. A photo showing the passive sampling device (PSD) assembly is
shown in Figure 1. Divers will install the samplers at the selected sampling locations, to a
target depth of 30 cm below mud line (bml), leaving 20 cm of the PE extending above the
mudline in the overlying surface water. The sampler will be left to interrogate the sediment and
overlying water for approximately 60 days. At the time of retrieval, the divers will first insert a
40 x 10 cm diameter core approximately 2 inches away from the PSD location, and then
remove the PSDs from the sediment bed. The core will then be withdrawn with a cap placed
over the bottom of the tube. The PSD, complete with the polyethylene strip still inside, will be
brought to the surface, initially cleaned of mud, labeled, wrapped in aluminum foil, and stored
on ice for transport to the laboratory. The collected cores will be capped and labeled in the
field. The PE and collected sediment will be transported in separate ice filled coolers to ALS’s
laboratory in Kelso, Washington for further processing.

Page 1 of 12
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RM11 East Project
Portland, OR

PRE-DIVE BRIEFING

Figure-1: Porewater Sampling
Device. (A) Hammer assembly; (B)
PE Plate Cover; (C) Depth Stop

Review the Ballard Marine Construction (BMC) Dive, and Health and Safety Plans (HSP)

with the dive team.

Review the current day activities and associated portions of the RM11E passive sampling
SOP with the dive team at the start of each day’s dive operations.

Inspect the sampling equipment to ensure it will function properly.

Verify that the diver has the required gear.

Verify that the underwater video equipment and communication equipment is operating.

Verify that the dGPS is operating correctly, and reporting at least three satellite signals.

Review the method to establish the sample location (below) and water depth on the river

bed below the dock (such as measurement from pilings).
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4.

SOP Code: SEE-PS Deployment
Revision 2
Version Date: 5/21/2014

NAVIGATION

4-1  All sample locations will be established using a differential global positioning system

4-4

4-5

(dGPS). Navigation and recording of site coordinates will be in Oregon State Plan North
coordinates. A check of the dGPS will occur by taking a reading at either the inside corner
upstream (approximately SE) of the Glacier Dock, or the inside downstream corner
(approximately NE) of the Cargill Dock. The dGPS reading will be taken at the same
location at the beginning and end of each sampling day, and recorded in the field log book.
Navigation accuracy will be £ 3 ft. If multiple dGPS are onboard, the units will be checked
against one another and have an accuracy of + 3 ft. If the dGPS readings are not consistent,
the Field Director will make a determination as to which unit will be used to locate
stations. Justification for that decision will be recorded in the Field Logbook.

Target sampling stations are identified in Table 2-3 of the SAP. The boat will navigate to
the fixed coordinates of each location, and lower an anchor attached to line onto the
position immediately below the dGPS antenna. To the extent practical in the moving river
current, the line will be drawn vertical and the position again confirmed with the dGPS.
The position will be recorded in the field log book and on the PSD Log.

It is preferable that the boat remain on station using an anchor or a shoreline tie off. Live-
boat operations are permitted, but only within the safety parameters defined in the BMC
HSP.

The diver will enter the water and slowly proceed down the anchor line to the river bed,
taking care to minimize disturbance of the sediment.

The Field Director (FD) onboard the boat will view the general sample location on video,
look for areas of soft sediment and minimal debris, and coordinate the selection of the
actual sampling location with the diver. Observations on the target sampling location will
be recorded in the field sampling log.

If the diver is required to move the location, the line anchor will be moved to the actual
sampling location, and a new coordinate fix will be taken. The sample location may be
moved within 10 meters (approximately 30 feet) of the location identified in Table 1. The
rationale for moving the location, along with the new coordinates is recorded in the field
notebook and onto the PSD Log.

If sample locations must be moved more than 10 meters from the initial target, the FD will
contact the EPA Remedial Program Manager (RPM) to discuss proposed field changes. If
the RPM cannot be reached, the FD will call and/or e-mail the Project Manager for EPA’s
oversight contractor CDM, to discuss proposed field changes. A Field Change Request
form will be submitted via e-mail as a follow up to any sampling location changes (see
Attachment 1).
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5.

5-2

5-3

5-4

5-5

5-6

5-8

SOP Code: SEE-PS Deployment
Revision 2
Version Date: 5/21/2014

RECONNAISSANCE SURVEY PROCEDURES

The scope and objective for the reconnaissance survey is presented in Section 4.4 of the
Porewater SAP. The reconnaissance survey was completed on May 2, 2014. The methods
used during that survey are documented in this SOP because subsequent sections reference
these procedures.

Navigation and underwater confirmation of the target location are as described in Section 4
of this SOP.

A PSD fitted with blank polyethylene (PE) sheeting will be lowered to the diver on a
clipped line after confirmation of the sampling location.

The diver’s helmet cam will be operational throughout dive-portion of the reconnaissance
survey. The video from the procedure will become part of the record for the
reconnaissance survey.

At the confirmed target location, the diver will report the general bottom conditions (e.g.,
sediment type, presence of debris) to the surface team. The diver will install the PSD
parallel to the flow of the river, by pushing or hammering the device into the sediments up
to the fixed stop legs on the sampler, which are preset to allow 30 cm of PE exposure to
surface sediment and 20 cm exposure to the overlying water. The PSD will be driven at a
slow, steady rate; the process of insertion should take 0.5 - 1 minute. The diver may gently
rock the sample device if resistance is encountered. During the PSD placement, the diver
will communicate with the boat to describe the degree of ease/difficulty associated with the
push, and whether refusal is encountered prior to completion. This information is recorded
into the field log notebook.

Should refusal be encountered prior to full sampler insertion, the diver will gently
withdraw the sampler and inspect the PE for any rips or tears. If a rip or tear is present, a
new sampler will be lowered to the diver for a second attempt. Results of the initial
insertion attempt are recorded in the field log and onto the PSD Log.

In the event of refusal, the diver, in communication with the FD, will visually examine the
area again in an approximately 1 m arc, targeting a location that at the surface appears to be
free of debris and rubble. The diver will then repeat Steps 5-3 and 5-4 for a total of three
attempts at a target location. If all three attempts are unsuccessful, this will be noted in the
field log, and the reconnaissance team will proceed to the next location.

Upon successful placement, the diver will carefully remove the stainless steel covers from
both sides of the PSD, and clip them to the carabineer connected to the boat line. After
removal of the covers, one minute is allowed to elapse to allow for the sediment to
consolidate around the device. If possible, a photograph or video will be taken. The
sampling device will then be withdrawn by slowly pulling the frame vertically from the
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sediment. If necessary, a gentle rocking motion may be used to assist in the release of the
frame. Upon withdrawal, the diver will note any tears or rips in the PE to the surface team,
and then signal the surface team to bring the PSD assembly to the surface. The diver will
remain at the sampling location until confirmation by the surface team that there are no rips
or tears to the PE.

5-9 Once the diver and sampling device are safely on-board, the FD will again inspect the PE
for rips or tears, note those in the log book, and take a photograph of the sampler.

5-10 The reconnaissance team can then weigh anchor, and proceed to the next location and
repeat Steps 5-1 through 5-8. A sampler with intact PE can be used at the next test station.

6. FIELD PLACEMENT OF PASSIVE SAMPLING DEVICES

6-1 The scope and objective for the field deployment of the passive sampling devices is
presented in Section 4.5 of the Porewater SAP.

6-2 The diver’s helmet cam will be operational throughout the dive-portion of the field
placement. The video from the procedure will become part of the Porewater
Characterization Report.

6-3 Porewater samplers fitted with PE that have been impregnated with PCB performance
reference compounds (PRC) will arrive from the laboratory wrapped in aluminum foil and
ready for deployment. All personnel handling the PE samplers must be attired in Level D
personal protective gear and wear new nitrile gloves for each sampler at all times. Care
should be taken to avoid any contact with the polyethylene film in the frame.

6-4 Navigation and underwater confirmation of the target location are as described in Section 4
of this SOP.

6-5 The FD will take the sampler and fit it into the hammer assembly shown in Figure 1. Each
sampler should arrive at the station fitted with the PE, and with the stainless steel PE-
protective plates in place. Should for any reason those plates come off, or need to be put
onto another sampler, Figure 2 shows generally how those are placed onto the sampler.
The FD is responsible for ensuring that the plate covers, and the entire passive samplers are
correctly assembled and ready for deployment.

6-6 The diver will enter the water and occupy the location on the river bed indicated by the
anchor line as the sampling site. Once on the anchor, the passive sampling assembly will
be carefully lowered down to the diver. Until the sampler is secure in the sediment, the PE
sampler will be attached via a carabineer to a weighted tag line secured to the sample boat.
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6-8

6-9

6-10

6-11

6-12

6-13

SOP Code: SEE-PS Deployment
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At the confirmed target location, the diver will report the general bottom conditions (e.g.,
sediment type, presence of debris) to the surface team. The diver will insert the PSD
assembly into the sediment, parallel to the flow of the river, and push or hammer the
sampler into the sediments up to the fixed stop legs on the hammer assembly, which are
preset to allow 30 cm of PE exposure to surface sediment and 20 cm exposure to the
overlying water. The sampler should be driven at a slow, steady rate; the process of
insertion should take 0.5 - 1 minute. The diver may gently rock the sample device if/when
resistance is encountered. During the insertion, the diver will communicate with the boat to
describe the degree of ease/difficulty associated with the push, and whether refusal is
encountered prior to completion. This information is recorded into the field log notebook.
After successful insertion, the diver will pull the two (2) protective plates, and pull the pin
to release the hammer assembly from the sampler. It may be necessary for the diver to
hold the sampler in place while removing the hammer assembly.

Should refusal be encountered prior to full sampler insertion, the PSD will be gently
withdrawn and inspected to determine if the protective plates are still in place. If the plates
are in place, the diver may proceed with a second attempt at sample deployment. If the
plates are not in place, the diver will inspect the PE for any rips or tears. If the diver
observes any rips or tears in the PE membrane, sample deployment with that device will be
aborted and a new PSD lowered to the diver in order to proceed. Results of the initial
insertion attempt are recorded in the field log and onto the PSD Log.

If it is necessary to locate an alternate location to place the samplers, the diver, in
communication with the FD, will visually inspect the area again in an approximately 1 m
arc, targeting a location that at the surface appears to be free of debris and rubble. The
diver will then repeat Steps 6-6 through 6-8 for a total of three attempts at a target location.
The maximum radius from the target location that can be used without confirmation with
EPA is 10 m.

If all three attempts fail, and the sample locations must be moved more than 10 meters
from the initial target, the FD will contact the EPA Remedial Program Manager following
the procedures listed in Step 4-7.

Upon successful insertion of the sampler, the FD will record the date, the time, and the
coordinates of the sample location in the field log and on the PSD Log. Individual pictures
from the diver helmet cam of each location will become part of the Porewater
Characterization Report.

After successful deployment of the PSD, a second sampling assembly will be lowered to
the diver. The second sampler will be inserted approximately 8 inches (two fist-widths)
from the first sampler following the procedures in Step 6-7.

Once a successful sampler-insertion has been achieved, the weighted tag line secured to
the boat will be released to the diver. Two tag lines will be attached to each sampler and
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each tag line will be attached to an anchor point. At the inshore stations (PW002, PW003,
and PWO006), the tag lines will be secured to the nearest piling or other suitable tie-point.
For the offshore stations (PW001, PW004, and PWO005) the diver will secure the tag lines
parallel to the flow of the river into the sediment using a shore anchor, or similar-
constructed anchor. The tag lines serve two purposes: to provide anchorage to secure the
sampler frame to the river bed during deployment, and to help locate the sampler again at
the end of the deployment period. For all the offshore stations, a Benthos ALP365 Pinger
will be attached to one of the samplers to assist in the location and retrieval of samplers.
For the up-river station (PWO007), the preferred method will be to secure the sampler via
lines to a fixed upland or in-river structure. If a secure structure is not available, that
station will also be secured with anchored tag lines.

Upon successful insertion of the sampler, the FD will record the date, time, measured
water depth, any issues related to sampler placement, and sample coordinates in the field
log and on the PSD Log.

Upon completion, the dive/field team may then proceed to the next sampling location.
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7-2

7-3

7-4

RM11 East Project Figure-2:

Portland, OR Installation of PE Plate Cover

RETRIEVAL OF PASSIVE SAMPLING DEVICE

The scope and objectives for the field retrieval of the passive sampling devices is presented
in Section 4.5 of the Porewater SAP.

The diver’s helmet cam will be operational throughout the dive-portion of the passive
sampler retrieval. The video will be become part of the Porewater Characterization Report.

Porewater samplers are fitted with PE that has been impregnated with PCB PRCs. All
personnel handling the PE samplers must be attired in Level D personal protective gear and
wear new nitrile gloves for each sampler. Care must be taken to (1) use only one pair of
gloves per passive sampling unit, (2) to minimize contact with the polyethylene strip in the
sampler, and (3) to prevent any contact between the sampled sediment and the polyethylene
sheets.

The procedures for navigation and target station location are as described in Section 4 of
this SOP.
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The dive boat will return to the station coordinates recorded at the time of sampler
placement. Navigating with the dGPS, an anchored line will be dropped onto the station
coordinates as close as practicable to the station location.

For the inshore stations (PW002, PW003, and PW006), and the upriver station (PW007),
the tag line previously secured to a piling or other tie-point will be located, and the diver
will follow the line to the samplers, and proceed with Steps 7-10 through 7-13, and then the
sediment sampling described in Section 8 of this SOP.

For the offshore stations (PW001, PW004 and PW005), the passive samplers will be
located using a hand-held pinger locator (Benthos DPL-275). Prior to entering the water
the FD will check to confirm the locator is (1) working, and (2) that a signal from the
sampler is being received

For the offshore stations the diver will enter the water with the hand-held pinger locator
(Benthos DPL-275), and descend down the anchor line to the approximate sediment
location. It is expected that the diver will be able to locate the sampler by sound. In the
event the diver is able to quickly locate the sampler, they can proceed with sampler
retrieval, as described below.

In the event the diver cannot locate the tied tag line for the inshore stations, or the sampler
by sound for the offshore stations, the diver will proceed to conduct a search arc from the
estimated location to locate the sampler tag line. The diver will swim in 180° search arcs
in approximately 3 ft intervals out from the station location anchor line. Visibility is
expected to be low during this search; the diver has the option of using a common garden
hand rake to pull through the sediment to snag the tag line.

Upon location of the tag line and sampler, the diver will first proceed to pull out the tag
line anchors from the sediment (or release the tag line from the tie-point), and float the line
to the surface. It may be necessary to use a small lift bag to bring the tag line to the
surface. The diver must confirm that the tag line is still attached to the sampler, and the
boat crew must confirm that the tag line is securely fixed on the deck before the sampler
may be pulled from the sediment. This is to ensure the sampler will not accidentally float
away during retrieval.

The diver will measure the distance from the mudline to the top of the exposed PE frame,
and report that distance to the FD, who will record that measure in the field notebook.

Prior to extracting the PSD, the sediment core sampler will be driven in between the two
PSDs following the procedures defined in Steps 8-5 through 8-7. Care must be taken by
the diver to ensure that (1) the core is driven between the two PSD samplers
approximately two inches (2 diver-gloved fingers) from each sampler, and (2) that the
core drive is strictly vertical in order to not contact and potentially damage the PE sheet,
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and (3) that the integrity of the sediment stratigraphy for core logging at the laboratory is
preserved.

Once the core sampler is in place, the passive sampling frames may then be withdrawn
(one at a time) by slowly pulling the frame vertically from the sediment. If necessary, a
gentle rocking motion may be used to assist in the release of the frame. Upon withdrawal,
the diver will note any tears or rips in the PE to the surface team, and then notify the
support team that the sampler may be lifted to the surface via the tag line. The diver will
remain at the sampler location to complete collection of the sediment core, as described in
Section 8 of this SOP.

Once the passive porewater sampler is onboard, it will be processed according to the
procedures described in Section 9 of this SOP.

All samples from a site (PE and sediment) must be labeled, secured, properly packed, and
placed into an ice cooler according to the procedures in Section 9 of this SOP, before the
field crew may move to the next location.

SEDIMENT CORE COLLECTION

Retrieved sediment cores may have contaminated mud on the exterior of the sample tube
when they reach the surface. All boat personnel handling sediment core samplers must
wear new nitrile gloves at all times.

The procedures for navigation and target station location are as described in Section 4 of
this SOP.

The diver’s helmet cam will be operational throughout the dive-portion of the field
placement. The video from the procedure will become part of the Porewater
Characterization Report.

The sediment core sample will be collected by the diver from between the passive
porewater sampler location as described previously in Step 7-12.

A tag line will be clipped to the sediment core sampler, and carefully lowered to the diver.
The hand-core samplers will be constructed of pre-cleaned 10 cm (4-inch) diameter
aluminum barrels approximately 45 cm in length, and fitted with a bottom core-catcher.
The tag line will remain clipped to the sampler throughout coring and retrieval.

The diver will push the sample tube into the sediment between the two PE samplers as
described previously in Step 7-12. The desired sample depth is 30 cm (12 inches) below the
mudline; the diver should attempt to push the core barrel 40 cm into the sediment. As
required, the diver may gently rock the sampler back and forth, and if necessary, hammer
the tube into the sediment if significant resistance is encountered.
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Once the core has been advanced to the minimum acceptable depth of 30 cm below
mudline, the diver will so indicate and the FD will record the time of sample collection in
the field notebook and on the sample collection log.

Prior to proceeding with the core withdrawal, the passive samplers will be removed and
secured as described previously in Step 7-13.

The diver will then withdraw the core sampler, placing caps over the open core barrel on
the top and bottom of the tube, and signal the support boat that the core may be pulled to
the surface. The diver will make careful note of where the core collection hole in the
sediment is, and wait at the location until the FD indicates that a successful sample has
been collected.

Once the core is on board, any excess water in the core barrel is decanted, and the amount
of material retained in the core tube is measured and recorded in the field log. Recovery is
defined as the amount of sediment retained (acquisition) in the core tube divided by the
amount the core tube penetrated into the sediment column (penetration). The minimum
acceptable recovery is 30 cm.

In the event that insufficient material is retained, the contents of the core barrel will be
discarded, the core barrel cleaned, and lowered back to diver for a second attempt. The
second drive will be two inches (two diver fingers) upstream of the original location. If a
third attempt is needed, the third drive will be made two inches downstream of the original
location. Up to three attempts will be made, at which time the EPA RPM will be contacted
to discuss further options for sediment collection.

For each core attempt, the station name, latitude/longitude, time of collection, depth to
mudline, the river elevation at the time of collection and depth of penetration are noted in
the field log.

Once the core barrel is onboard, it will be handled according to the procedures described
in Section 9 of this SOP.

All samples from a site (PE and sediment) must be labeled, secured, properly packed, and
placed into an ice filled cooler according to the procedures in Section 9 of this SOP before
the field crew may move to the next location.

FIELD PROCESSING OF PE SAMPLERS AND SEDIMENT CORES

Once onboard the boat, the PE in the samplers will be immediately rinsed with laboratory
reagent-grade water and rubbed with a clean Kimwipe™, and at least one additional rinse
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to remove as much adhering sediment as possiblel. All personnel handling the PE samplers
must be attired in Level D personal protective gear and wear new nitrile gloves for each
sampler.

The PE sampler will be photographed, and the general condition of the PE will be noted in
the field log (e.g., intact, tears in the PE, biofouling, presence of oil, etc.).

The sample’s identification number will be recorded onto the sampler sleeve, and then the
entire sampler will be wrapped in aluminum foil. The station identification number will be
recorded with an indelible marker on the aluminum foil, along with the date and time.

The PE sampler will then be placed into the ice filled cooler for transport to ALS in Kelso,
WA for processing and analysis.

Sediment core samples collected will also have the station ID recorded onto the sample
tube; this can be scratched directly onto the tube. The core lids will be secured with duct
tape, and the sample 1D, date and time will be written using an indelible marker onto the
taped lids with an arrow indicating the direction to the surface of the sediment. “TOP” will
be written onto the taped lid indicating the sediment surface.

These secured cores will then be placed upright into an ice filled cooler for transport to
ALS.

The samples must remain in the custody of the FD or SAC at all times during the transport
to, and during processing at ALS.

! Additional cleaning of the PE will occur at the laboratory to remove all remaining sediment, prior to analysis.
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DAILY ACTIVITY REPORT

Report # 1 DATE _ May 2, 2014 S M TWTH E S

Field Investigation Manager: Tim Thompson

WEATHER Bright Sun Partly Cloudy Overcast Rain Snow
TEMPERATURE °F <32° 32-45° 45-60° 60-70° 70-85° >85°
WIND Still Mod. High
HUMIDITY Dry Mod. Humid
RIVER STAGE:
Time 15:00| 15:15| 15:30| 15:45| 16:00| 16:15| 16:30| 16:45| 17:00| 17:15| 17:30| 17:45| 18:00
USGS Morrison Bridge (ft) 8.01| 7.98| 7.94| 7.9| 7.86| 7.82| 7.78| 7.76| 7.72| 7.73| 7.71| 7.67| 7.67
NAVD 88 (ft) 13.06| 13.03| 12.99| 12.95| 12.91| 12.87| 12.83| 12.81| 12.77| 12.78| 12.76| 12.72| 12.72
TASK: 0O Industrial Area Soils O Industrial Area Groundwater O Surface Water M Sediment O MIS

SUBCONTRACTORS/VISITORS ON SITE: Erin Carroll Hughes, GSI; Justin Siewert, BMC; Mike Wright, BMC; Steven
Crouchley, BMC (Diver); Shane Veentjer, BMC; Shawn Oliveira, CDM; Tim Thompson, SEE.

EQUIPMENT ON SITE: Ballard Marine Construction vessel

WORK PERFORMED (INCLUDE ANY SAMPLES COLLECTED):

On Board at 1530 hours. Conducted the pre-dive briefing per the Standard Operating Procedures and a
Health and Safety briefing.

Diver-Placement and Retrieval of Passive Samplers and Co-located Sediment Samples (SOP). This
included an overview of sampling locations and methods for the BMC crew plus GSI and CDM, as well as
focused training for the diver on the operation of the modified passive sampling device (PSD) per the changes
listed in the April 17, 2014 EPA Response to the SAP. These changes, and photographs of the sampling
equipment as modified, are presented in Attachment 1 and Figure 1.

Navigation. Navigation was conducted according to the procedures listed in the SOP, with the exception that
the check of the dGPS at the inside corner upstream (approximately SE) of the Glacier Dock, or the inside
downstream corner (approximately NE) of the Cargill Dock did not occur. As noted below under Quality Control
Activities, there were three identical dGPS units onboard, all reporting within 1 ft. of each other. Therefore, the
additional navigation check was not thought necessary for this reconnaissance survey. All reconnaissance
stations were on location; the diver did not deviate from the targeted location.

PWO003 Successful drive of the PSD with no tears or other visible stress in the PE sheets. Diver reported
shallow silt with ¥2” gravel. Hammer required for sampler placement, with some bowing of the stainless steel PE
covers reported by diver, but remained principally in place. Insert time was 30 seconds; allowed 60 seconds to
elapse after pulling the PE covers before removing the sampler from the sediment. See additional information
on sample description log.

PWO006 Successful drive of the PSD with no tears or other visible stress in the PE sheets. Prior to sampling
additional care was taken with the PE covers to ensure they were installed correctly. Diver reported bottom
conditions of silt, rip rap, twigs and sticks. PSD pushed in manually approximately 2", and then hammered into
the sediment the remaining length. PE plate covers remained in place with no bowing. Insert time was 45
seconds, allowed 60 seconds to elapse before removing the sampler from the sediment. Cycle time for diver
(away, installation, return) was 8 minutes. See additional information on sample description log.

PWO002 Successful drive with no tears or other visible stress in the PE sheets. Diver reported principally
woody debris and sediment. Insert time not noted; will plan on getting those later from diver video. Photo
taken and shown as Figure 3. Diver Cycle Time 7 minutes. See additional information on sample description
log.

PWO001 Had planned to add this fourth station. Anchored barges and worked toward locating dive location.
Location is offshore in the river channel, and between the current and then the increasing winds, along with
rapidly approaching darkness, elected not to make this additional attempt.
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QUALITY CONTROL ACTIVITIES (INCLUDING FIELD CALIBRATIONS)

e Three Trimble GeoXH — GeoExplorer 2008 Series - dGPS units onboard. All units reported the same location
within an accuracy of 1 ft.

e Lead line depth taken at each station, Water depths corrected to USGS Willamette River Gage depths, and then
converted to NAVIDS88.

HEALTH AND SAFETY LEVELS AND ACTIVITIES: Tailgate Meeting Held
e H&S Briefing conducted prior to undertaking PSD reconnaissance. This was the second briefing of the day for
the field crew: the additional meeting was necessitated by the addition of T. Thompson
PROBLEMS ENCOUNTERED/CORRECTION ACTION TAKEN:
* No problems of significance encountered — all went well.

SPECIAL NOTES:

e No significant changes to the PSD SOPs or Porewater SAP, other than those listed here, are necessary.
Revisions to the SAP will be incorporated into the Final SAP
TOMORROW'S EXPECTATIONS:
e File report with the RM11E Group and with EPA

ATTACHMENTS:
Attachment 1

Site Description Logs and Photos

PREPARED BY: Tim Thompson

SIGNATURE: Filed electronically.
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ATTACHMENT 1: Changes to the March 3, 2014 Reconnaissance Survey Procedures

1.

Changes to the Passive Sampling Device - Figure 1 of the SOP showed a general schematic
of the Passive Sampling Device (PSD). The basic design has been modified to accommodate a
polyethylene (PE) sheet that is 10 cm wide by 50 cm in length. In addition, the PSD was modified
to be able to be coupled to a detachable diver-operated hammer, a depth-stop built into the diver-
operated hammer, as well as to have removable stainless steel protective covers over the PE
sheeting.

Figure 1 below on the left shows the assembled PSD with hammer (A), covers (B) and depth stop
(C). Figure 1 on the right shows the PSD post-retrieval with the PE intact. The depth guide (C) is
more clearly seen in this photograph. Figure 2 shows the placement of the stainless-steel cover
over the PE prior to sampling deployment.

Changes to Placement and Retrieval of the Passive Sampling Device - Procedures in the
field generally followed those listed in Section 5 of the SOP: Reconnaissance Survey Procedures.
The changes to the PSD necessitated a complete re-write for Procedures 5-5 and 5-8. The
revised procedures, which were implemented in the field, are as follows:

5-5 At the confirmed target location, the diver will report the general bottom conditions
(e.g., sediment type, presence of debris) to the surface team. The PSD assembly is
lowered to the diver on a clipped line. The diver will insert the PSD Assembly into the
sediment, parallel to the flow of the river, and push or hammer the PSD into the
sediments up to the fixed stop legs on the sampler, which are preset to allow 30 cm of PE
exposure to surface sediment and 20 cm exposure to the overlying water. The sampler
should be driven at a slow, steady rate; the process of insertion should take 0.5 - 1
minute. The diver may gently rock the sample device if/iwhen resistance is encountered.
During the insertion, the diver will communicate with the boat to describe the degree of
ease/difficulty associated with the push, and whether refusal is encountered prior to
completion. This information is recorded into the field log notebook.

5-8 Upon successful insertion, the diver will first remove the stainless steel covers from
both sides of the PSD, and clip those to the carabineer connected to the boat line. After
removal of the covers, one minute is allowed to elapse to allow for the sediment to
consolidate around the device. If possible, a photograph or video will be taken. The
sampling device will then be withdrawn by slowly pulling the frame vertically from the
sediment. If necessary, a gentle rocking motion may be used to assist in the release of
the frame. Upon withdrawal, the diver will note any tears or rips in the PE to the surface
team, and then signal the surface team to bring the PSD assembly to the surface. The
diver will remain at the sampling location until confirmation by the surface team that there
are no rips or tears to the PE.
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Figure 1. Passive Sampling Device Assembly

Figure 2: Stainless Steel PE Cover
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PWO003 Sample Description Log

Proposed Coordinates Actual Location

N: 689248.6 | E: 7644329.2 N: 689250.69 E: 7644325.54
Measured Depth = -13.4 ft River Height = 12.3 ft
Corrected Elevation (NAVDS8 ft) = -0.57

Description: Shallow silt sitting on 1/4” gravel. Required hammer to push in PSD — approximately 30
seconds till PSD inserted to stops. Steel cover plates bowed out during drive, but readily removed.
Inspection at removal by diver did not indicate any tears or rips. Confirmed once sampler retrieved on-
board.
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PWO006 Sample Description Log

Proposed Coordinates Actual Location

N: 689004.6 | E: 7644579.4 N: 688997.94 E: 7644586.21
Diver In Water: 16:51 Diver On Board: 16:59
Measured Depth = -36.9 ft River Height = 12.77 ft
Corrected Elevation (NAVDS8S ft) = -24.7

Description: Silt, rip rap, river rock, twigs and sticks. Approximately 2” push by hand, and then
approximately 45 seconds of hammer till PSD inserted to stops. Steel cover plates remained intact
during placement. Inspection at removal by diver did not indicate any tears or rips. Confirmed once
sampler retrieved on-board.
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PWO002 Sample Description Log

Proposed Coordinates Actual Location

N: 689344.3 E: 7644176.0 N: 45.53686 Lat E: 122.67765 Lon
N: 689344.1 OSP E: 7644177.6 OSP
Diver In Water: 17:45 Diver On Board: 17:52
Measured Depth = -17.3 ft River Height = 12.72 ft
Corrected Elevation (NAVDS88 ft) - 4.58

Description: Woody debris, sediment. Inspection at removal by diver did not indicate any tears or rips.
Confirmed once sampler retrieved on-board.

Note: GSI was recording in Latitude/Longitude, while SEE was using Oregon State Plane Coordinates
(OSP). The Latitude/Longitude for this station was entered into the log book, and then converted to OSP
North coordinates
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SCOPE AND APPLICATION

1.1.

1.2.

1.3.

This method describes a procedure for preparing and handling polyethylene (PE)
films that will be cut into strips and used in polyethylene devices (PEDs) to passively
sample hydrophobic organic compounds (HOCs) in environmental media.

This method generates PE that can be deployed within PEDs for passive sampling of
HOCs in atmospheric, aqueous, or sediment-porewater systems.

PE that is prepared by this method is suitable for laboratory or in situ field
deployment.

SUMMARY OF METHOD

2.1. A known mass of low density polyethylene (LDPE) sheet (usually ~1-3 g) is cleaned
by sequentially extracting with methylene chloride, methanol, and ultrapure water
in a closed glass vessel.

2.2. Clean PE is equilibrated with performance reference compounds (PRCs) dissolved in
water or methanol-water (see Appendix 1 for possible PRCs).

2.3. Prepared PE is stored in contaminant-free, sealed, glass vessels.

2.4.  Shortly before deployment, the PE is cut into strips and transported to the field
wrapped in clean aluminum foil.

2.5. In the field, the PE is exposed to the environmental medium of concern. The HOCs
in the medium diffuse into the PE, while PRCs diffuse out.

INTERFERENCES

PE is susceptible to contamination from atmospheric vapors and contact with surfaces (e.g.,
worker hands), so it must remain in clean sealed vessels until deployment.

APPARATUS AND MATERIALS

4.1.

4.2.

4.3.

4.4.

Extraction vessels: 1-L glass bottles or screw capped jars (foil-lined lids).
Storage vessels: bottles with glass stoppers or amber jars (foil-lined lids).
Bottle/jar tumbler, shaker table, bottle roller, or equivalent.

Low density polyethylene (LDPE): commercial grade, large sheet at 25um (1 mil) or
other thickness as specified by the Statement of Work (SOW). The thickness is
chosen to be strong enough to withstand stresses during deployment (e.g.,
insertion into sediment), but thin enough to exchange a significant fraction (e.g.,
>20%) of its PRCs during the deployment time to be used.
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4.5. Food grade aluminum foil (solvent cleaned to remove any organic residue from foil
production).
4.6. Stainless steel forceps.
4.7.  Teflon (or similar non-contaminating material) cutting board.
REAGENTS
5.1. Methylene chloride, CH2CI2, pesticide grade or equivalent.
5.2. Methanol, CH3OH, pesticide grade or equivalent.
5.3.  Organic-free reagent water (as defined in SW-846 Chapter 1).
5.4.  Research grade PRCs certified 98+% pure.

Note: Specific standard materials, concentrations, solvents, and solvent purity requirements
will be determined based upon the target HOCs of concern for the particular application.

PRESERVATION AND HANDLING

6.1.  Clean PE should be stored in clean sealed glass vessels.

6.2. Until deployment, prepared PE (PE loaded with PRCs) is stored in sealed glass
containers with a few mL of organic-free reagent water added to maintain 100%
relative humidity within the storage vessels (minimizing sorptive losses of PRCs to
glass vessel walls).

6.3. Laboratory and field personnel should wear nitrile or latex gloves whenever
handling clean PE.

6.4. Methylene chloride-rinsed, stainless steel forceps and scissors are used when
manipulation of clean PE is required.

6.5. Methylene chloride-rinsed, aluminum foil is used to cover any surface that clean PE
may encounter.

PROCEDURE

7.1. Polyethylene Cleaning Procedure: LDPE is purchased from hardware/painting stores

in large sheets (‘dropcloth or plastic tarp’ material) with thickness of 25um (1 mil)
or as specified in the SOW, depending on the user's need for strength (choose
thicker) and desire to use short deployment times (use thinner). The sheet is cut
into strips sized for environment and frames to be used as specified in the SOW.
The dimensions of the PE strips can range significantly, depending on the
organization conducting the field work and the associated SOW. An organic solvent
cleaning sequence is then used to prepare the PE. This process ensures that
extractable oligomers, plasticizers, and contaminating organic chemicals are
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removed from the PE prior to use. All extractions are performed sequentially in the
same container.

7.1.1. Methylene chloride is placed into the extraction vessel, and the PE strips are
immersed in the container for 24 hours to enable time for diffusive
transfers out of the PE. The initial methylene chloride extract is discarded
and a second methylene chloride extraction is performed for 24 hours. The
second methylene chloride extract is discarded and replaced by methanol in
order to remove methylene chloride from the PE. Methanol immersion is
also done for 24 hours. The initial methanol extract is discarded and
followed by a second methanol soak for 24 hours. Finally, the second
methanol extract is discarded and the PE undergoes three 24-hour soaks
with organic-free reagent water (within the same extraction vessel) to
remove residual methanol from the PE.

7.1.2. The cleaned PE is stored in organic-free reagent water in the extraction
vessel until further processing.

7.1.3. Record documentation of the decontamination process using the laboratory
bench sheet included in Appendix A.

7.2. Polyethylene Preparation with Performance Recovery Compounds (PRCs): PRCs are
loaded into the clean PE prior to its field deployment by utilizing either aqueous
(Fernandez et al. 2009) or 80:20 methanol:water equilibrations (Booij et al., 2002).
Depending on the hydrophobic organic compounds of interest, PRCs should be
chosen which mimic mass transfer phenomena governing exchanges during field
deployments. It is important to avoid adding PRCs that the analytical laboratory
already uses as surrogate or injection standards. PRC loading is performed by
placing the PE in pre-cleaned glass vessels containing known PRC solutions made
up in organic-free reagent water with or without pesticide-grade methanol,
depending on whether aqueous or methanol:water loading is done. The PE user
should estimate the expected accumulation of target compounds in the passive
sampler and seek to load with similar levels of PRCs to facilitate the eventual
chemical analyses. Sufficient PRC equilibration time during this PE preparation step
is necessary to ensure uniform PE loading across the entire PE thickness. Hence, a
thicker PE sheet is more robust for field use, but takes longer to load with PRCs.

7.3. Isotopically labeled compounds are useful internal standards when Gas
Chromatography-Mass Spectrometry (GCMS) is the method of separation and
detection. For example, C13-labeled PCBs are effective methodological standards
for PE passive sampling. One subset of compounds distributed across the range of
PCB Congeners to be assessed should be used as PRCs, while another set is used
as surrogate (recovery) compounds during later analysis of field-deployed PE. In
addition, a third set is used as internal standards for instrumental analysis. Similar
sets of labeled compounds should be used for other compound classes (e.g. PAHs,
Dioxin/Furans, etc.). The appropriate labeled isotopes will be incorporated into the
associated project SOW.

Note: if PE samples are eventually to be analyzed at a third party laboratory, PRC choices
must be made so as not to conflict with recovery and injection standards used by that
laboratory.
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7.4.

7.5.

7.6.

7.7.

7.8.

7.9.

As subsequent analysis (e.g., GCMS) is best achieved with both PRCs and target
HOCs present at like concentrations in the PE extracts, the optimal concentration
level of the PRC loaded into the PE is dependent on the environment in which the PE
is to be deployed. For example, if a target HOC is expected to occur in the water or
pore water near 1 ng/L levels, one can use that compound's LDPE-water partition
coefficient (e.g., Fernandez et al., 2009; Lohmann, 2012) to estimate the expected
levels in the PE after deployment:

The appropriate concentrations for the loading solution will be incorporated in the
project SOW.

Agueous PRC Loading: A solvent-cleaned and dried glass container is filled with
ultrapure water that has been spiked with known concentrations of PRCs. A known
mass of pre-cleaned PE is then added and weighted to insure complete PE
submersion. The vessel is agitated to remove any air pockets adhering to the
submerged PE. Equilibration times vary for different PRC/PE thickness
combinations and the PE-water phase ratio. For PCBs, use at least 30 days to insure
homogeneous distributions of the PRCs throughout the entire thickness of the PE
film unless faster equilibration has been confirmed. Confirmation can be done by
time course measures of PRC concentrations in the PE or by showing that
concentrations of PRCs are the same for films of different thicknesses, but the
same masses. Generally, PE is stored in the PRC solution until it is to be deployed.

Methanol-Aided PRC Loading: A solvent-cleaned and dried glass container is filled
with an 80:20 mixture of pesticide grade methanol and ultrapure water that has
been spiked with known concentrations of PRCs. A known mass of pre-cleaned PE
is then added and weighted to insure complete submersion. The vessel should be
agitated to remove any air pockets adhering to the submerged PE. Equilibration
times vary for different PRC/PE thickness combinations and the PE-solvent phase
ratio, but typically this step is completed within 7 days since methanol swells the PE
and thereby speeds PRC diffusion into the polymer sheet (Booij et al., 2002).
Generally, the PE is stored in the PRC solution until shortly before it is to be
deployed. Before deployment, the PRC-loaded PE is rinsed with ultrapure water, and
then it is soaked in ultrapure water for 24 h to remove methanol from the PE. This
methanol leaching step is repeated twice to insure complete methanol removal.

Record information related to the PRC loading to document the entire process
using the bench sheet included in Appendix B.

PE and PED Storage and Shipment

7.9.1. Prepared PEDs in their foil envelops may be stored a few days at ambient
temperature prior to deployment. Freezing or excessive heat should be
avoided to minimize the likelihood of changing the polymer crystallinity. It
is recommended that PEDs be hand carried or shipped in a timely fashion
(Overnight or Next Day if possible) to minimize chances sampler
contamination or damage.

7.9.2. If PEis to be shipped to another location for PED assembly, the PE strips are
individually sealed in pre-cleaned glass vials that contain a little water (~1
mL). Freezing during shipping should be avoided, but PE strips should be
shipped to maintain a temperature of 4+2°C.
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10.

QUALITY CONTROL

8.1.

8.2.

PRC Loading Validation: Representative samples of prepared PE should be
collected, extracted, and analyzed prior to field deployment to validate that the PRC
concentrations are consistent with their intended loadings, and these standards
have uniform concentrations in a batch of PE.

Target HOC Blanks: Subsamples of prepared PE commensurate in size with the
planned environmental PE samples as defined in the project SOW should be
collected, extracted, and analyzed prior to field deployment to demonstrate that
other substances have not contaminated the PE which would contribute to
interfering background for the target HOCs.

METHOD PERFORMANCE

9.1. PRC data obtained from PE check samples collected from representative parts of the
prepared PE should be consistent within about 10% (i.e. 100 x standard deviation /
mean).

9.2. Target HOC concentrations should be undetectable in the prepared PE (e.g., < 1
ng/g PE assuming 100 mg PE subsamples).

REFERENCES

10.1. Adams, R.G., Lohmann, R., Fernandez L.A., MacFarlane, J.K., and Gschwend, P.M.,
Environmental Science and Technology; 2007, 41, 1317-1323.

10.2. Booij, K, Smedes, F., van Weerlee, E.M., Chemosphere 2002, 46, 1157-1161.

10.3. Fernandez, LA, MacFarlane, J.K., Tcaciuc, A.P., and Gschwend, P.M., Environmental
Science and Technology; 2009, 43, 1430-1436.

10.4. Hawker DW and Connell DW., Environmental Science and Technology; 1988, 22,
382-387.

10.5. Lohmann, R. MacFarlane, J.K., and Gschwend, P.M.; Environmental Science and
Technology; 2005, 39, 141-148.

10.6. Lohmann, R. Environmental Science and Technology; 2012, 46, 606-618.
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Appendix A - Bench Sheet for PE Decontamination



ALS Environmental, Inc.

Polyethylene (PE) Cleaning sheet

Analyst:

PE dimensions

Date:

Start time/Date

Initial Methylene Chloride soak

Second Methylene Chloride soak

Initial Methanol soak

Second Methanol soak

Initial Water soak

Second Water soak

Third Water soak

Comments:

End time/Date

R:\OLC\benchsheets\generic-2
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Appendix B - Bench Sheet for PRC Loading



ALS Environmental, Inc.

PRC Loading Sheet

Analyst: Date:

Aqueous or Methanol-Aided PRC Loading:
Batch ID :

PE Dimensions:

Number of PE Strips per Liter:

PRC Loading Solution Information
Stock Standard ID:

Stock Standard Concentration (ug/L):

Stock Standard Expiration:
Aliguot of Stock Standard (mL):

Final Volume (mL):

Concentration in PRC Loading Solution (ug/L)

PE I.D. Start Time Start Date End Time End Date

Witness:

Comments:

R:\OLC\benchsheets\generic-2
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CHLORINATED BYPHENYL CONGENERS IN WATER, SOIL, SEDIMENT, BIOSOLIDS, AND
TISSUE BY ISOTOPE DILUTION

1l rarward

12 This procedure is currently undergoing a major revision. Until such time that the
revision is complete, the analytical procedyres outlined in the attached document reflect
current laboratory practice, with the exception that the laboratory is currently
monitoring the primary ion for Dichlerobyphenyls, which greatly reduces contribution of
PFK interference. This change will be reflected in the new revision.

|2 The sample preparation, extraction, and purification techniques are currently addressed
in individual extraction and cleanup Standard Operaling Procedures, which supersede
this document.

13 All references to Columbia Analytical Services, Inc. (CAS, CAS/Houston) refer to ALS
Environmental - Houston HRMS.
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SOP Code: HMS- 16068 A

Fevisio. -l

Vergion Wate, DR 3TND
Stamdard Operating Procedure Tor

Chlotinated Biphenyl Congeners in VWater, Soil, Sediment, Biosolids and Tissue by Isotope

Dilunon HRGCHRNMS

L. SCOPE AND APPLICATION

11

1.3

1.4

1.5

i.a

1.7

This SOP is for determination of polyelilonuared biphenvl congeners (BC B ) m watal.
soil. sedunent, biosolids, tissue, and other sample watnces by Lozl resolation @i
chiomatography/lugls resilntion mass spectrometry (HRGO TIRAMS) ntilizime LPA
Mhetlunl 1668 Revision A

Tlie PCBs that can be determined by tlus SOP are the [2 polveldorinaled biphenvls
(PCBs) designared as toxic by the Waorld Health Gvganzation (WTIO) plus e renmminge
|97 PCDBs. approxuuatelv 125 of which are resolved adequately onan SPB-Oervl nas
clromatographic calumo 10 be deteriined as wdividual cougeners. The retitiine
approxnuately 70 cougeners are determined as nuxnwes af 1sower- teo-elitions . [hd Tt
of 208 PCBs 15 given  Table 1.

The |1 PCBs desiguated as toxic by WHO and the carhest and larest cluted eonaener at
each clilonnation level are deternuuied by thie isotope dilnlion quanitation teebuugue. ilis
relnaunne congeners are deteruuned by rhe lernal standard quantitation lechiigue.

This S0P allows deternungtion of the PCB wxucity equivalent { TEQ) for the 1oxwes 1 4
saliple usmg rogicity equivalenee factors (LEEFs), Uhis SO alan allows estimation of
bouolee tutals by level of chilonuaton and estimation of tetal PCBs 1o g wpple by
sintunation of the concenoations of the PCB congeners and cougener gionps.

This SOF 15 for uge w data patherue and moniformg assooated with the Clean Wty
Act. the Resaurce Conservation and Recovery Act. the Comprehensive Enviranenental
Response. Compeusalion and Liability Act gud Uy Sabe Dnuking Water Act. ERA
Merhod 16684 15 based ou & cowpilation of wethods o the techaical Ieramre aml o
EPA Methad 1613

Tle detection lumts ancd quaitianon levels mths procedore are nsually depeudent ou
the level of mrerferences and laboratory backerowumd levels ratier img tstnnnental
hnutations. The estimated method detection linuts are the levels ot wluch the PCBy con
he determined with laboratory contamination present.

FPA Method 16634 1s “perfonnance based” C AS Honston 13 permitted fo madiiy the
pracedurs 1o overcome interferences or lower the cost ol measnrepients. proveded Hian all
perfonnance coitena are wet. The regqmivements fou estalilishing procedural squivaleney
arc srven in Section |3 ] and CAS Houston's wieditications are detatled w Sechon 7|
Any modificmion of EPA Method [6628A. beyvond those expres-lyv peontied, shinll ke
covsidered a muor modification snbect to application and approval of alteniaie few
provedures undey 40 CEH [364 aud 1363
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METHOD SUMMARY

Fiow charts that sununanize procedwes for sample prepaanon, exnaction. aud analyvsis are given
it Fipure 1 for aqueots and soliel sanples oud Figure 2 for tissne samples, with addinnnal
wodifications as mentivined m Section 21

3

Pt
[E¥]

2

LE]

I
t

§

3

Extraction

fad

L Agquecus sanples {sample- cooramine less thao one pereent solids) - Stable
tsotopieally labeled araloss of the woxics wd labeled earliest aud latest level i
chlormation {LOC) PCBs are spiked o the sauple aliquol. The sumple 13
extracted using a nadified separatory fiuwe) extrachion and concentrated for clean
.

-2
Fa

Solid, send-soblid, and wolti-phase samples (excluding tissue) — The Iabeled
compomidls e spaked mto sauple watenial that comespouds 10 approxunately 3o
on a duy weight basis. For saniples with lugh mostwe conrent, the amount of wes
welght waterial to add the labeled cowmpouicls to wonld necessanly be preater
flran 52, AL sawplkes are homopewized moperly and extpacted e a Soxhlet
extraction apparabs or Accelerated Solvent Extractor {ASEY The exteact 15
concentrated for clean up,

1-F
e
1t

Fish and otlier tissie - An aliguet of tissue sutficient enongl fo provide suaple
for PCB and bipid analysis 1s homogesteed and spiked wath Iabeled compotinds.
The sauple s maxed with anhydrous sodnuw sulfate and extracted for 16-24 howrs
waing a ;1 dichloromethane/lexane solution in g Soxhlet extraction appaant..
The extract is split; with oue aliquot coneentrated for clean up and the other
concentrated for lipid derenuinanon (1f applicable .

After extuaction. 4 labeled clean wp standard 18 spiked mto the extract which 1s then
cleaned np nsing back-extraction with sulfinic acid and‘or base. and silica gel or Flonsl
chirematograply.

Afer clean up, the extract 15 concentraled to 20p1.. unediately pre fo myjection,
labeled iujection nterual standacds are added 10 each extact and an aligquor of the exnac
1= injecred mto the pas chromatograph (GC). The apalytes are separated by the GU and
detected by a lngh reselntion (10,0003 mass spectrometer. Two exact w'z’s are
momtored al each leve] of chlorinanon thronghout a pre-detemuned retention time
wititow

An wdividual PCR congener is identified by cowpariog the GC retenfiou tuae aud Lon-
abuudance ratio of two exact nrz's with the cortesponding retention fuuwe »f au authent

standarc and the theoretical or acqmired jon-abundance vatio of the fwo exact oue's.

Chuantitative apalysis 15 performed mn one of bwo ways using selected 1on corrent prolile
(SICPY areas:
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For the tovags agd the earliest and larest level of cliborination CBs (Toxies [ 74 0
the GC/ME is nadhi-poiat calibrated and the conceniration 18 deteriune] using the
iseiupe dilutieu teclinigue.

(%]
)

1 -4
e
1.

For all other congeners. the GCAMS 1= ealibrated a1 a single coucenteatiou anl the
concetralions are deternunec using tie wremal standard teclinne.

|
A
't

For the labeled congeners. the GCOMS is calibrated using replicntes at a siugle
concentration and the conceutrations of these labeled componnds are determuneil
using the mrernal standard teclumigue.

2.0 The quality of analysis 1s assured through reproducible calibration and testing ol the
extractiont, elean up and GCMS systews.

DEFINITIONS

3.1 Abbreviations
kolB donochlormatedbipheatyl
DiCB Dichlormatedbiphenyl
TiCB = Tuellorinatedbplienyl
TeCB Telrachlormatedlaphenyl
Pe(B = Peutachionnatedbipheuy]
HxCB = Hexaeldormatedbiphenyl
HplB Heptachlonpatedbiplicuyl
OcCB = Octachlorinatedbiplieuyt
NoCB - Mouachlonnatedbiphenyl
DelB Decachloriuatedtupheny!
B = Polvcllormatedinpheny!
PEK Perflunrokerosene
5 Clean up standard
LS = Labeled srandard
IS = Inrernal wjection standatd
HRGE = Hizh-resolution gas chrommatograply
HRMS = High-resolution mass spectromeny
TEF : Toxicity equivalence fagio
TEQ Toxwity equavalent

3.2 Polvchlorinatedbiphenyls (PCBs)— compowids that contain from | to 10 ehlovine
atows. 1esullg g 1odad of 209 compounds deteruuned by 1lus precedure. The 209
PCBs are listed in Table 1.

33 Isomer — componnds having the sawe sunmber aud type of chlorine atous. but substituted
i differant positions.
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Labeled Standard — an sotopically labeled analoe that is added to all samples. including
metbod blanks .ud quality control samples. betore exfraction. They are used along with
response factors o weasire the concentrations of the conzeners, The labeled Toxws LOC
staudarc coucentranons ave listed i1 Table 3,

Calibration Solutions - solutions comaining known amounts of unlabeled PCBs and
labeled standards, histed i Table 5. The set of 5 solutions 18 used ro deternune rhe
tistrument response of the unlabeled analytes relative 1o the €'13-labeled stapdards A
sixth calibration solution contains all 209 congeners and 15 used for calibration of all
compounds nol contaimed w the 2 poiut curve

Internal Standard Solutivn — a solution confaining the mternal myjection standards that
are added to the extract after final concentration for HRGC TIRMS analysis to determinie
the recavery efficiencies acliieved for the ("1 3-labeled standards. Concentuittion. e
listecd in Table 3.

Matrix Spike Solutiono — a solulion of native (umlabeled) Toxws/T.OC PCB-hat are
spiked to the laboratory control samples prior to extrachion tu muniter methusd
perfonnance. Coucentiations are hsted in Table 5.

Clean Up Standard Solution — a solution contanung C13-labeled compounds that is
spiked 1o the extract privr lo clean up to mensire the efficieney of the elean up procedine.
Concenivations ave Listed w Table 3.

Method Blank (MB) — represents the backeround contiibunions from glassware
extraction and clean up solvents. An MB is spiked with a solution of C13-labeled
staudards, extracied, cleaned np, and analyzed by HRGC/HRMS 11 exactly the sae
manner as the test samples.

Calibration Verification Standard (VER) — The wid-point calibration <tandarel (€ 3]
that 1s used to verify calibianon (Table 3).

Estimated Detection Limit (EDL) - The smuple specific estimated detection [
(I'DLY is the concentration of a aiven anzalyte required to produce a sigual wath a peak
lieaght of at least 2 5 tunes the background signal level.

INTERFERENCES

4.1

Solvents, reagents. glassware. and other sawple processig hardware may yield artifacts.
elevaled baselines. andfor lock-wass suppressi1ou causing mismterprelation of
chromatograms. Specific selection of reagenis and punficution of solvents by distillation
1 all-glass systems may be requured. Wliere possible. 1eagents are cleaned by extmchion
or solvent rose. Envivonuentally abundant PCBs have been shown to be very difhonlt to
completely eliminare from the laboratory at levels lower than the EDLs.
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The use of lugh purity reagents and solvents can be used to minipiize wterference
problems. Solveut lots are tested for the absence of PCBs prior to use by the [aboratoy
Disposable glassware i1s used whenever possible. Reusable glassware must be cleaned
according to the procedures e SOP tor Wasliing Glassware, SMO-WASH

[uterferences co-extracted from sampies will vary considerably from sonree 10 source.
depending on the diversily of the site beine savpled. Tnrerfering componds may be
present at concentrations several orders of ing guitode lugher than the PCBs The sl
frequently encountered wterferences are chlorinated dioxins and dibenzofurans, methoxy
biphenyls. hydroxydiphenyl ethers, beuzylplieny] ethers. bronunated diphenvl ethers.
polynuelear aromaties, polychlonnated naphthalenes, and pesficides. Because very low
levels of PCBs are measwred by this procedure. the elimination of mterferences is
essential. The clean up steps given tn Section 113 can be used 1o reduce or elimmmate
these interferences and thereby penuit reliable determination of the PCBs at the levels
idicated m Table 2

A lugh resolunion capillary coluun {SPB-Octyl) is used for this procedure; however. no
kuown smgle column can resolve all isomers, Maoy componnds coelute with other
compounds of simlar my'z's, Determuinanon of which componnds coelute 15 performed by
the injection of the calibranon standard contaming all 209 congeners. Confirmation can
be perfonined on an alrernate cobimn (DB-1); howewver, tlus process 1s not undertaken
counnouly by C AS/Houston and 1» only available to Le perfonued by request trow the
client

L4 SAFETY

h
fu—y

The toxicity or carcinogemcity of each chenucal used in thus procedure has nor been
precisely deternioed: however, each compounid should be treated as o potential health
Lazard. Exposine 1o these componuds should be rednced 1o the lowest possible level.

5.1.1 PUBs have been tentatively classified as kuown or suspected lunnan or
wamnmalian carciogens. Ou the basis of the available toxicologreal and physical
properties of the PCBs, pure standards should be handled only by lighly twamned
personnel thoroughly famlhiar with handling and canticuary procedives and the
associarted risks.

‘A
i
1~

It 15 recommended that the laboratory purchase dilure standard solutions of the
apalytes m this procedure. However, if primary solmions ave preparec, they umns!
be prepared in a hood. and a NIOSH MESA approved toxic gas respiator must be
worn when high concentrations are haudled.

The laboratory will ensure that all analysts receive adequate safery tranning prior to
working with the chenncals and componuds associated with s werthod.

The =salvents aud acids in use m the laboratory inay be hazardous aud should be treated as
sncli. See the Frvironmenial Health and Safere Manna!. CHP {Cheniical Hy grene Plau).
Section 3. for more wtormation.
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Disposable gloves. apron or lab cant. safety glasses or wask, and a fuue Lood wnst be
wsed. Doring analytcal operations that may aive nse to aerosols or dusts. personnel
shanld wear 1espirators equipped with activaled carbon tilters. Eye protection wust be
worn while workima wath exposed siples or pure avalylical standards Latex gloves are
comnonly used 1o reduce exposue of the hands,

Wuste Handlizg — Good techinupuie melndes i snie contrunsnated waste, Plastic bag
liners should be used m waste cans. Janiwis and oiher pevsonnel should be tramed i the
safe handbug of waste.

Low-level coutanunation is always o possibality for HRGC HRMS analvsis due otle
vhenncal properties of diesuns/furans aod the low resolutiou of the wshuments. To
eliunare hes conranunation, it may be necessary tomstall activated carhov filkers and
peciorw bexane wipes on counters and hood surfaces u-ed for sample processing.

SAMPLE COLLECTION, CONTAINERS, PRESERVATION, AND STORAGE

6.1

6.2

6.+

The client shall coltlect agquecus sanprles w amber alass contaners aud collect solid
saiples un wice wonth coutaivers followiie conveutional saupling prachices.

Aqueous Samples

6.2.1  Toremove any residual clilorine in aqueons sanypeles. add appreximately Sthug
sodinm thuosulfate per hter of water. To venify s absence, neasure the chilomie
presence with an wdicator strip accurate down to 0.05ppm. or 0.05me L. Repeat
provess mntil chlonne s cowpletely remaved

£.2.2  The client shall ensure aqueons samples are oaintained in the dark at 67 from
the tune of collection until receipt at the laboratory, [ the smnple will be f1ozen.
allow roow for expansion. Store o the dark at ~67C

Solid, Mixed-phase, Semi-solid, and O Samples, Excluding Tissue — The client <hall
ensitre solid, seun-solid. oily, and nuxed-phase samples are matmtained 1u the dark o

<67 from the tune of collection wntil receipt at the laboratory. Store salud, seou-salic.
oilv. and wuxed-plase sawples i the dagk at - 10°C

Fish and Other Tissue Samples

6.4.1  Fizh may be cleaned. filleted. or processed in other ways w the feld. such that the
laboratory wiay expect to receive whole fish, fish fillets. or otler figswes B
apalyss.

6.4.2  Collect fish, wrapr i alwminnw foil, anc maintain at <0°C frow the time of
enllection until receipt at the laboratory, to a maxiwmm thue of 24 hows. 1t a
bouger tansporl fiwe 15 necessary. freeze the sample. [deally. tish should be
frozen upon collection and shipped to the laboratory nader dry ice.
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.43 Freeze tissue samples npon receipr at the laboratory anc maintain i the Jack o
S20 b = 10O tutil prepared.

Holding Times

6.3.1  There are no demonstrated maxunum holdig tines associated wifh the PCBs m
aquects, solich semi-sohd. issue. or other sample matrices. [T stored in the dark at
0-6°C. agquecus samples may be stored for up to ooe yvear. Sinularly. il stored i
the dark af -20 to - 10°C. sohd. semi-solid. wln-phase, and tissue samples mav be
stored for up to one vear.

A
|
[E%]

Store sajuple extracts 1o the dark wi 0-6°C wetd] analyzed. [Fextracts are stored af
0-67C, sample extracts may be stoved for up 10 one vear

Samples are usually slupped brow the ehent 1o the lab by a stavdard sluppnig servics suclh
as UPS. Federal Express. IDHL. or LiSP5,

Samples are logged m fo CAS LIMS aud labeled for tracking Huough the laboratory &
couler receipt fonu is Lilled oul. cataloging any non-contormances associared with e
receipt of the sanaple containers, See the SOP for Soiple Receiving, SMO-TFET, fora
tore detatled explanation.

Before extraction. a visual mspection of a sawple is done. Aqueons saiuples deened to
have ~1% solds are Bltered unless otherwise specilied by the ¢lient. Solid <upples are
Lowogemzed thorouglily pror o aliquenting. See the SOT tor Snlsanpding and
Compositing Agueons and Sl Samples. WET-585M P, for wore infonnation.

APPARATLUS AND EQUIPNMENT

7.1

Gas Chromatograph/lligh-Resalution X Lass Specrrometer/Dara Svsrem
tGOCHRBMSDS) - The GO must be equipped for tetperatue programwnne. All veguiced
accessanes unist be avalable. suel as syringes, pases. aud capillary calunus.

7.1.1  GC Injection Porl - The G injection port wius! be desigued for cupillary
cohymus. The use of splitless wyechion technigques is reconunended. On columm
luL injections can be used ou the 30m SPB-Octyl colunn The use of a moving
needle injecnon porl is also acceprable. The use of a 2pl. myjection 1s acceptalle:
howewver, analysts must remain consistenl throughout the analvses by wsng the
saiie wjecton voluwe ar all lunes.

7.1.2  Gas Chromatograph/Mass Spectromerer (GOASY Interface — The GO MS
interface compouents should withstand 330°C. Cold spots or active surfaces
{(adsomtion sites) 1 the GC/MS mterface can cause pueak tabiug aod peak
broadenwg. [t 15 reconunended (hat the GO coliunn be fired directly 1o 1he ures
specamerer oo souree withent hema cxposed o the loniziug etectron beau

Page 9 nf 84


http:GC/l\.1S
http:LoUlogeuiz.ed
http:lllillric.es

ki

7

7.1

71

3

)

5

SOP Code. [IMS-1668A

Rewvisin: |

Versiou Date: D8 1710
Mass Spectrometer — 28-40eV election npact iomzation. st be capable of
selectively wouitorng a wininuin of 22 exact w2 7s at el resolution | 100G)
durmg a pertod less thaw L5 secands. and muest meet all of the performance
specifications in Section 12.1.2,

Diata Svstem - A dedicated data system s used 1o confrol the rapid uultple-in
momtoring process and {o acquire the data. Quantitation data (peak areas or pesk
beights) auel selected ron momtaring (SIM) displays of intensities of each wm
sigpal Deme mwomtored. mcluding thie lock-mass jon as a fuction of fune. owst be
acquired durivg the aualvses and stored. Quantitations are repuried based upon
computer generated peak areas, It 15 also recommended (o have a data syarein
capable of switelung fo different sets of ions (descriptors) at speeified mues
duripg the GC/HRMS acquisinon The data svstem can provide had copies of
wdividual 1on chromatosrams for selectad gas cliromatograplue tune tatervals, D
can also ucgquire wiass spectial peak profiles and provide hard copres of peak
profiles to demonstrate the requrad resolving power The dala sy slew can peral
the weasurement of noise at the base bine.

Micromnass MassLynx (Version 4.1) is nsed to obtaw all data frow the TIRMS
systeni UAS/Houstou employs the following HRGC HRMS systems:

7151 An Agilent 890N GC with & CTC A200S Antosamipler wterfaced |0
Micromass Aufospec Ultima HRMS.

|

Tl

2 An Agilent 6890N GC with a CTC A2005 Antosawpler mterfaced (o
Microwass Autospec Ultuna HRMS,

.1

tah

3 An Apleat 78904 GU with a C1TC A2005 Antosampler nvertaced Loa
Micromass Anlospec Prauner HRATS

i,

54 Ay Amlent 78904 GC witha CTC AZ005 Antasampler niterfaced (o 4
Micromass Aninspec Prenuer HRMS

GO Columnps

jed

Isomers may be wwesolved so long as they huve the samie TEF and response
factor and so long as thesa piresolved 1somers are nuquely resslved from il
otlier congeners For example. the SPB-Octy! colmmn acluey e wnque GC
resolution of all toxies except congeucts with congener munbers 156 and 157
Thus 1someric pair is wnnquely resolved frow all olber cougeners and theswe
congeuers bave the same TEF nuel responze factor

CASHonzlon uses the SPB-Octyl coliunw (Supelen. 24318-17),

7221 The retention tune for decachlorobiphenyl (DeCB. PCB 209) wust be
oreater than 55 nunutes.

Page | of 84


http:togrnph.ic

7.3

74

S0P Code: HMS-1668A

Revisisu |

Varsion Dafe: DR 137|0

222 The column must winqiely resolve congeners 1 lram 23 and 187 frow

182 mud congeners [ 56 and 157 must co-elute witlin 2 seconds af e
peak maxwnumy, Umgue resolition means a vallev lieight less than 10%
of the shorter nf the tvi peaks thar cesull when the diloed contbied
209 ¢onpener solurion 15 analyzed. See Fiaures 3 and 4,

==
14
[
Fr]

The ¢olnmo wnst be replaced wheo any of the coitena i 7.2.1-72.2.2
are 1ol el

MOTE: The SPR-0ctyl colum s subject 10 wpid degradation when exposed 50
wivoer, Tlhe analyst should exclude oxygen fom the camier pas shonld elinnite
aw leabs. and should cool the tyjeckor. colwnn, sod fvanster Line before opemps
the coliinn fo the atmesphiere. For Autlier miormation on precludiiz exidation,
cotact the coluun wauntacrer.

Soxhlet/ASE Apparatuy — The laboratory will be equipped with a usero and or uners
soxhler apparanis CAS/Houston uses a senes ol four (1) Cowbe Mamtfes (Glas-Cul
LOUDy RIGQUILZ, wirth Glas-Col, 1044 RLIG1Z controllers) aud a senes of hwenty-lony
(21) individual mantles (Glas-C'ol, TM 106, with Glas-C ol 1044 PL12G Powr 1ol and
PL-312 puad PL-3122 MimTrol controllers) for the suxhler appaams. The combinatioun
mantles are designed for 230ml. flasks (24740, VWR, 89000-3301. soxhlers (2110 awl
A5:50. HGFE Seientific ), aud voudensers (43750, HGF Scieatificd, The mdividoual mantles
ae desiened for 300uil. lasks (2440, VWR, 89000-334 |, soxhlets (24,40 and 55 50,
HGF Scientific), and condensers (5550, HGI Sctentilic). The coudensers are connected
to a chiller capable of mamtanung a chilled remuperatare to enswe proper salvenl reflus
Additionally. f an ASE apparatus (Diouex, ASE200) 15 to be employed. it musr be
capable of being pre-progranuned to allow for auiomane smuple extraction al
temperature and pressure settinzs wmque to the extraction solvenr, Other TPA approted
exttaclons nrv bensed instead,

Miscellaoeous Equipment and Aaterials - The followmg hist of irenis docs nnt
Hecessanly constitute an exhanstive cutpendnn of the equipiient useded R ilus
mualyiicad isethod.

T4.1 Balances capable ol accorately weighmg to 0.00 1o (Denver, X1 Seres 300,
hettlor. ATTO0, and Mettler Toleds. PGGE0F-S)

7.2 Ceunifuge (Clhiy Adams Dyvoac, OLDL)
743 Divina even (VWE Uniliry Oven, Model 13050 and Blue M I lechic. CAR350))
i 250ml polvpropylene beaker (Fisher, 01-297-5)

7437 20wl semnllation vials (VWER, 66022-004)

746 Laboratory finue hoods

747 PFipets. disposable serological. [0ml (Fishey. 13-676-340})

74,8 Pipet tips, 2-200ul. and 10-1000ul, { Eppendor]. 022492039 and 022491035
respectively)

719  Coononercial food preparation machue (Hobart, HCM62)

7440 PTTE boilma clups {(VWR, 26397-103)
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NOTE. Teflon bothng clups may float w wethylews chloride. miay net sk 1o the
presence of any water phose. and way be penetrated by nonpolay sramnic
compotds.

Fab Ll Glass fiber filrers. Whatwao liler grade {varying sizes awl parhele yelenion)

7412 2-bier serew top clear jars (C&G Contamer-. LEWO6 12000

T4.13 Botary evaparater witll a kemperatice coumalled water bl (Buchy Botasape -
200 with Heatwg Bath B-490 and Rotavapar 201 wirli Teatioge Bath B-19 |

T4 K Glass woel (EAD, EA-GNO090-2)

TA 15 Jars elear olass, 250mL. with Teflon lined serew cups (C&G LFAUDTS2HO0)

7416 Aurg suupler vials witly 15001 juserts (Besick, 24653

TA117 Glass columng - 2thum diameter £ 121w lowg witll oue apered eud (HGE
Scizutific specialty produst}

74 18 Shake: {tor 2L yar. Eberbacli Mudel 8004}

a4 1% 6l Goosenack Splitless Liers. 2unnmuer dialseter (Restek, 20757

7120 Mhermosieen ™ T.B-2 1 1nyn Septa {Supefes, 20654

TA2L Aviangler Vial Capn, Seal wentls PUEE Diner, Lloun (Sepelea. 27102211

7422 Camer Gas. Uliea Tght Panty Helil ¢ Awpas

1423 Pertluoiokerosens (PFK) Low-Boil (SynGuest, PN 1200-2-22 1g)

7.4.2¢ Twnbler

7425 Ulwasanicator (Bransemc Ulvasanie Cleaner, S5 0R-MT)

7420 Supehiex!™ M-24 Tenndes 0 fuun 1D (Snpelea. 2247 1)

T4.27 Mimooes Evapomtor with a remperatuce couteelbad woree bt (Zauatek, Zphap
#1098 L pston)

428 Muffle Forpace (Blue-M/Lwdberg. Lt3Q Elewent Box Fummace, BRESTRIZ-P-R

STANDARDS, REAGENTS. AND CONSUMABLE MATERIALS

X1

8.2

H.3

KA

Al standards, reagents, and consumable materials wnst he loaged i and numbered wlen
delivered. Detatls of all dilations ef standards st also be entered wilo the PR
Standards Loghook. Store standauds in the dark at 65C_

Organic-free reagent water — All references 1o water m thas SOP veler 1o orgmue-free
reagent warer € AS/Houston vses the water shpplied b om oy botrled water supphel e
the scarce of the organic-tree reagent water used i the preparativn of goalily coanol
oaples aud staudards.

Silica gel, high purity grade, type 60, 70-230 mesh (JT Baker, JT3405-05) — Actine
everuizht At 4 oy temperanue of 120°%C. Stoje w1 a alass bortle «2uled withia
Feflon lined serew cap,

Silica gel impregnated with Sodinm Hydroxiide — Add cne part {by weiglit] of [\

NaQI solubon to two pats (by weight) achivated sihca gel sna Teflon hoed serew ¢ap
bertte and imnx with a glass rad witil free of hoips.
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Silica gel impregnated with Sulfuric Acid — Add one pan (by weight) concentrated
sulfinee acid 1o two parts by werglit) activated silica gel in a Teflon lined screw cap
bottle awd mix with a glass rod winl free of nmps,

Extvaction thimbles, 43mm x 123mm and 33wm x 80mw (VWR, 28320-510 and
27730-128, respectively)

Sulfwric Acid, concentrated, ACS grade (EMD, EM-5X1244.75)

Sand, quartz (VWR, BDH0274-2.5ke)

Sodium Sulfate, granular, anhydrows (EMD, EM-SX0TG0E-20) — Achivaie tor a
o St one hour al 4 temperabie of 400°C. Store n a zlass botile sealed with a

Teflon lwed screw cap

£ 9.1 Fuleeranue crucibles with sodimn sulfate and place wi the muffle fnmace, Acdd 3-
102 sand 1o au empty etucible and place 1w the muttle humace.

[a]
(o]
]

The temperature progan 15 set to vamp op o 400°C then hold that renperature
tow four liowws, Stait the progrmoe by bolding e “P™ button uunl “Por 47 appears
on fhe controller. Press "Run/Hold.” To caicel a program, press the up and dowy
arrows simultanecusly At the end of the proaram the furuace will cool by
canvection

593 When the sodium sulfate 18 veady (o rewmove, transter it to 2-liver jais and label
Them with the preparation date. analyst name. and lot number of the sodimm
sultate, Make an entry indo the Senu-Vaolatile Na 50y Preparahon Loebook
cobranung e preparation date, analvst name qnanbiny prepared, sodiv sultaie
lot munber, and whether the nin passed or farled (a5 mdicated by a calor chanue
i the saned from oray to piukforsnge)

5.9 1fthe sodivi sulfate has a noticeable grayish cast, if must be dizcarded.

Sadium Chloride, analytical reagent prade, 5 percent [w/v} in water (VWH,
VWG6430-5)

Sodium Hydroxide, 1N (VWE, 3222-4)
Florisil, 60-100 mesh (Sigma-Aldrich, 220744-250G)
Salvents

.13 1 Methylene Clilgride - 99 5% nununun Assay (HPLC Grade. EMD
THEMDXOEI1-1CTA)

%.13.2 Hexane - 99.9% munnnum Assay (HPLC Grade, EMD. TXEMHO296-10.1)

8133 Nonane —99.9% timnnan Assay (HPLC Grade. Stgma, W29406-500mL )

£.13.4 Tolueue — 99 9% muinnuiu Assay (HPLC Grade, EMD. [X0737-1)
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Acetone — 99.9% munmimum Assay (HPLC Grade. EMID. AXOLIA-1)

Stundards Supplices

5.14.1

B.04.2

Cambrides [sotope Laboratortes (Cily  Primary stancards supplier

Wellington Laboratoves  Secoadary standards supplier

Purchase, Receipt, and Haodling ol Standards

8.5

5154

8.15.6

All standards prchased from CASTIouston mnist bave an approprials purs hase
veguest fovw flked oui aud bave approval from the Laboratory Dhrector or ather
qualilied individual. They must then go through the CAS/Corporate Puichasimg
Department, Standards are cousidered consmunable and do not need an
Expendthure Antherizaten Request {EAR) even if the cost exveeds the thyesholel,
See the SOP Yor Prrciiasing and Approval of Fendors, ADM-PUR, for innye
wtormation.

Cpon mrival all packages coutanung high concenmations must be checked for
damnge If any danage 15 present. consult with CAS/Houston Enviromuental
Health and Satety Officer betore finther steps are taken. Proper safety practices
shionld be Followed when handling received standlards.

All recetved standards nmst be assigned a PCB Standards Logbeok dentification
nutnber. Copy the solution description from the certilicate of analy-is and aitach
to the space provided for the next entry 1w the logbook. Iuchide the recerved dale
m the logbook. The followmg fonnat is apphed: BIPCB)[]Logbook number|-[page
pumber |- entry aumber]. An example would be B3-20-1.

Acssim eacl standard an espiration date as ooted by the suppler. Thes 1s usually
tewr vears after the wanutacrure dare, Record this W the stancards Ingbook and on
the staudard vial. A standagd nmst be disposed of after this date unless s vahdity
can be verified [(Section .23

Recnrd the identification number on Hic received vial label. Transfer the standazd
froun the recerved awponle 1o a 2ml amber vial, keeping the supplier label intact.
Seal the vial with Tefloa rape. This will enzire no deterioralion will oecwr

Record the idennification number on the certificate of analvsis received Do the
supplicr and store tits dovunentation fa the * 1668 Standards”™ binder for funwe
reterence. Certiticates of aualvsis are also available through rhe Cerillian
website, CIL s maonfactirer.

All zolutions wnst be adequately labeled with rhe logboak dentificatton eade,
method, short solution description. preparation date, initials of person pertornnug
preparation. espiration date, valhune and eoncentraiion. Logbook enfries shall
inclucle all of the above with the addition of the hist of cowponents. the
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coipouets’ logbook wdentlication code, descripnon and coucentration. plis the
itiabs of the person witnesswg the deilutiou steps.

High-Resolution Concentration Culibruation Solutions — Five nonane solurions
contmuing wilebeled and carbon-labeled BCBs at kuown conceurrations ure tswd 1o
calibrate the wstument. A seal solution conraining alt 209 congeners is used 1o calibrate
tHie nstownent for the cowmpounds other than the toxics and earliesl and latest eluling
congeners 1n  chlonination level The eonceutration ranges e howoloze dependent.

Labeled Standard Solution  The purchased Labeled Toxie~ LOU window-deimma
stack solutiou s diluted onee with Nenane and seaut with Acetone to make the libeled
stanelard spiknig solunon (Table 3% Store at =6 °C o the dack. All stanclacdds ave assigusd
avlle [1} vear expiration date, not 1o exceed the Intest expuation date ar any parent
saltition, Al standards wm Acetone are wade daily.

Toternnal Standard Solution — 1he parchased labeled stock sulntien = diluted to make a
labeled mremal standaid stock solutton. Pertonu an additioual diluhen ou the stock
solution to make an mrerual uyecnon standard working solution (Table 3} Stoae at 6°C
i the davk. All standards ave assigned a one (1) year cxpiration date, not to exceed the
latest expuaton date of apy parent solutiow.

Clean Up Standard Solution — The purchiased labeled clean up siock solution s nsed to
make the clean up standard stock selutton. Perform an addimonal dilution on the stock
solution to inake a labeled clean up standard working solntion (Table 3). Store af - 6 € i
the dark. All standards are assigned a one (1) yvear expiration date not to exceed the larest
expuanon dare of any parent solurion.

Matrix Spiking Solution {tnrget cowpounds) - The purchased Native Foxies LOC
stock solution 15 wsed 10 ake the marriy standard stock selimon. Perlorms an additional
dilition on the stock solution to make a malvix staucard workig soluton (Table 35 Suwe
at =6°C w she dark. All standmds are assigned & one (1) vear expiration date. not fo
exceed the latest expiration date of any parent solution. Al staudards 1o Acetous are
naade daely.

Relerence Standards are 1o be purchased fowm a supplier other than the prumary standund
supplier, All reference standards nmst be segreaated from pnmary standards duting
slorage. Reference standards can only be used to venty prumary standards and may not be
msed for samples All reference standards must be documented w the standards logheok
following §.15.3 - 8,157

Researcl standmds iunst be adequatcly labeled as such. [ addition to See 5.15.7. all
labets for standards desiznated For vesearch must also state specitically the mtended
vesearch to be done, along wath an appropnate qualitier. such as “For 1esearch piposes
only.”

Lapiration dares can be exrended under the conditiens outlnied vy the CAS/Corporale
Ealicv for Standards and Reagents Expirorion Dares. Seprember 2000
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PREVENTIVE MAINTENANCE

9.1 Allmamrenance activilies are recorded (o a waintetance loabook kept for each
LSl e nt.

9.2 Tnlie puntiers vr scrubbers should be w place for all sowees of carrier sas. Tle purifiers
are selected to remnove waler. oxygen. and Wvdiocarbons Punfiers should be chinged -
recounnended by the supplier.

9.3 Gas Chromatograph

931 Whenever GC waintenauce 15 performed. care must be raken te miliurze 1he
innoduction of aw or oxyget mio the colunn, [njeetion parts shiould be
wimntained by changing the injection port liner, seal, waskher, o-ving. septun.
colunw ferrule and auto sampler syringe as necessary. [iners and seals shiould be
chauged when there 15 a problew with cluwowatograplic perfornance.

932 Clippme off a sipall portion of the head of the coluuw olfen unproves
chrmuatographic perfonnance, When cuthing off iny portion of the colunu, wake
sure the wul 1s sfrarghit s withiout Breientation by usimg tse ywoper coltunn
cufwig real,

DA Ower e as confaumimmted samples are nnalyzed. the cobunn will exlubit poorer

perfornnance. When a noticeable decrease in colunus performance i evident and
other writenance options do not result w unprovement. the colvnw shonld be
replaced. This s especially true when poor colini perfonaance gocurs i
coupuction with contimung calibranon failures (Section 129

24 Mass Spectrameler
D1 Tuae lhe MS as ueeded (o vesuli i consistent aud accepable pertoiwance.

942 Thesowce shoold be eleaned, as needed depending on the perlonuauce of the
Histrieent,

9.5  Preventive mawmtenance 17 perfonued annually by the service eugueer for msinunents
nnder a service coutract,

RESPONSIBILITIES

10.1  [ras the respousibility of the analyst lo perfonn 1he analvsis seeorduig to 1his 5GP and (o
complete all docnmentahion requued for data review. Analysis and terpretation ol tie
restilrs ave petforiued by personnel in the laboratory who have demonslated the abifitv ro
geperate acceptable vesults wtilizing thos S0P, s demonsiration s aveordance wiilt
the trannng progeam of the laboratory. Final review aind s1en-ofl of the data 1~ perfonned
Ly the deparment supervisor/manager o1 desiones
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1. PROCEDURE FOR SAMPLE PREPARATION, EXTRACTION, CONCENTRATION
AND CLEAN UP

11.1  Sample Preparation

Flakd

1142

Likad

Sawple preparation involves modifyme the physical fonn ol the sample so that
the PCBs cau be extiacied efhiciently. In geveral, the samples mnst be i a ligud
for ur i the form of foely devided solids in order {or effictent extractions o
take place. Table 9 lists the pliases and suggested quantities for extraction of
various sajnple matrices.

For samples known or expecled o contain high levels of PCBs. the smullest
sample size representative of the eutire sample should be used. For all samples.
the blank. Internal Precision and Recovery (TPR), and Ongoiug Precision aud
Recovery (OFR. or LCS. Laboralory Control Sample) aliquots must be processed
through the same steps as the sample to check for contanunation and losses in the
preparation process.

Agueous Sample Preparation — Preparatnon of aqueous sawples contaning ouv
percent suspended solids or less.

1L ] Aqueous samples conlainmg one pereent suspended solids o leas are
preparad vsme e procede bewow and extracted usme he exiraclion
tectutques w Section 11.2.1. Flus procedhne is apphcable Lor swaples
and QC abiguots,

L1122 Tronster the sample 1o the ' gal, extraction vessel Mark the origial
level of the sample on the <unple coutamer tor retercnce.

11.£.2.3 Foreach batch of up 10 20 sampies to e extracted i the sane slutt
place three i L. aliquots of reagent water mto clean ' - val. extraciion
vessels. One of these will serve as the Method Blank. and the other to
will serve as the Laberatery Control Sample Duplicate Labotatory

Control Sample (LOSMLCS),

11.1.2.4 If filtration of aqueous samples is required, connect a porcelai Buclwer
furmel to the > gal. extraction vessel and affix an appropnate elass fiber
filter to the funnel. Allow sample to pass through filter under a gravity
flow. If the suspeuded solids coutent is too great to filter through the
filter, centrifuge the sample, decant, and then filter the agueous phase,
Extract the filter following Section 11.2.4.4-5 (hexane/dichiloromethane
obtains lugher recoveries than toluene) and combine with the agqueons
extraction extract prior to clean up.

Solid Sample Preparation - Preparaton of samples contaiung grenter than one

percent solids.

Page 17 of 84


http:b.ig.IJ.er

._
F
—
Les
—

SO Code; TIMS- 1868
Tevision: <
Wersion Date: 0813740

Solid samples contatmng one percent suspended solids or mace are
prepared nsing the procedure below and extracted vamg the extraction
techmicues w Sectons 11,22 0r 11.2.3 This procedure 13 applicable ta
sauiples and QC aluquots.

Weizh a well-uuxed aliquot of each sample sufficient to provide 52 ol
oy sobiels wmto a clean rhumble.

For each hateh ot np 10 20 samples to be extrmered m the same shith,
welgh three Se aliquots of the reagent arade quartz sand ¢or sodnnu
snlfate. 1l oo savd is available) into vlean thimbles. One of these wall
seive 23 the Method Blank. aud the otlier twa will serve as tlie
[Laboratory Control Smuple/Duplicate Laboratory Control Sample
(LOSTLOS).

Total Selids Detenmnanon. Record the weight of an empry. Iabeled
seintiflation vial on the beuch sheet. Add 5-10s {wet weizln) ul the solid
sample to the semtullation vial and 1ecord the new combined werzhi
Place the vial 1o an oven at | 10=5"C for a mnuouun of 24 hoors,
Finally. record the div weight of the combivation on the bencly sheet
Calculate the percent solids using the following fonmula:

Fuyolids — “— lﬂ'D
s
Where: w, = combined weight after drying. m g, winus the cmptye saal
welght.
wy = comnbined weight before doywg, m g, gunts 1he empty vial
wezhl.

1113 Eisband Other Tissues — Most tissue sauples are vecerved previcilsly

Loowogemzed. 1t a sample s recerved that 13 not, however. the pottron of the
sample 1o be used for PUB determaination must be established and the fallawing
procedine used [or homogemzation,

L1141

11.1.42

[[.1.4.3

Tissue sawples are prepaved usiug the procedine belonw and extracted
nsing the cxtraction techuigues in Section 11.2.4. Thts procedure is
applivable lor samples and QO aliqaots

A mnmem af 20g of tigsue winst be honogeized to ensure theve 15
cuough sample for PCB and lipid delermmuanion (wille conmgh lefh ove
L case re-exmraction 15 necessary ). Addirtonally, the weight slowld 1w
increased for samples requirwe additicual aualyvses.

Homageuize the sample acearding to the pocedures o the S0P tor
fiaswee Preparation. WET-TISP. Transfer to 1 new, labelod somple
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coutaner with a Teflon-lned cap. Store a1 =20 to -16°C and i the dark
until analyss,

P14 Weigh approximately 5o (10g if bpids analysis 15 vequired) of the
leomweentzed fissie wiro o clean tinble.

tL.Lb5 Foreach bateh of up to 20 samples 1o be exnacted in the smune shali.
welall thice Sg alignots of contamunant free tissue or corn o1l into elean
thinbies. Oue of these will serve as the Method Blank, and the other o
will serve as the Laboratory Contro] Sample/Duplicare Laborarory
Control Sauple (LCS/DLCS).

To ensure the watertal used for QC samples is fiee of target componnds.
homepemze and extract the marerial tollowme the sreps m Sections
LEELE-111.4.53 and 11.2.4. Apalyze the exnacts cu the HEGCHRMS
machines 1o verily no PCBs are present. OUnce determined. the blank
matertal can be used tor QU samwples. 1 contamination is preseul.
Lowever. fhe eunve lot of material must be properly disposed of and
anotber Lot obtained.

Extraction and Concentration

MNOTE: The standard selution concentrativus disglessed below represent the aniottut
added ko sawples where the defanlt final voliswe 15 to be L00pL. 1Fthe Hnal voluue of the
extract 1= to be 2000 (ko aclueve better data quality objectives), all spiking schution
coucentrations st be reduced by a factor of five (5.

11.2.1 Extraction of Aqueous Saipsles - Aqgueous saaples are to be axtracied nsing a
wrlified separatory funwel procedure. The main didfersnce 13 that the vessel 1o
olass jar with a Teflon-lined cap that 15 digpeable. Tlus zreatly reduces cio---
coltanEation.

I,

I~-4

Ll Spike Ll of the Eabeled standard spiking solution at 10-20ug mi
(Table 3) mta each sample and each QC aliguot. Record this addimon on
the bengle sheet.

LE:2:

ks
—_
-

2 Spike 10mL of the Matvix standard spiking solstion at dogml | Fable
33t the LOS'DLCS aliguots. Record this addinon on the bench sheer.
These will serve as both the precision and aceuracy for the batel

[1.2.1.3 Add 100mL dichloromethane (o the spiked snmple m1bhe ' zal.
extraction vessel. Vent the vapors under a fluwe hood by shakmg for a
few seconds then unsealing the cap. Repeat this process unfil pressiue
u longer builds in the vessel. Extract the sawple by shakang the jar
wantially or on an autamatic sbhaker for 3 wimites. Allow the Jayers o
sepatate for a ninmunun of 10 minmtes and pipet the dichlorometliane
layer (botlow) inlo au appropiately labeled 250mE jar. If au emnlzien
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layer forms, ernploy wechanical techmques (ultrascnie bath.
centrifugution) 1o complere the phase separation.

Extract the sample with au additional 30ml. aliquot of chichloramethane.
Following extraction, remove auy excess water frow the
dichleromethinie porlion by switling the sample extract and removog
the warer that collects ou tap.

Concentrate the extract using n votary evaporator (wiath Lheating batli ar
45-30°C or uitrogeu «vaporatar to a vohune of approximately [3ml. A
weluene keeper niay be added at the option of the analvst. Conceurrativn
tecluaques st be precise and the analyst iousl not ta lel the sobvent
level get too lonw or else risk the loss of the hghrer CB cowpouuds

Seple Volume Deienuination. Fellowing extraction. usimg [ap watel.
refill the sample contamer to the line warked w Section 11.1.2.2.
Measwre the volume of this water using a ealtbrated giaduated cvlinder
aud recond ou the exnraclion beocl sheel,

Suxhilet Extraction of Solid Sampies - Sobid samples are to be extracted vsin -

either a soxhilet extracnon appavatis or ao Accelerared Selvem Lstracho (A%
Clhivusiug which appatatus to use 15 at the discretion of the analy-t howewver, the
ASE should oady be used lor ow percent solicls sangales.

(s

1-2

]

&=
2
I
e

Spike LOmL of the Labeled stoncard spikme sobution at 10-200e ml.
{Table 31 mtw each sample and each G0 aliguat. Recod s addition oo
the bepel et

Spike E.0mL of the Matnix atandard spiking zolntion ar Snpanll (Table
33 o the LOSLOS aliguots. Record flus aeddition on the benel sl
These will serve as both the precision and accuacy Tor e batcl

Add 10-20g anhydrons socinm sultate to each thimble contaiung the
sample and mix theroughly to evenly distribule the sodin solfate, Tf the
mixiwe s not fee-fowing, contmue 1o onx m sodium sulfate until a
free-flowing consistency can be olMained.

Fransfer thuuble to soxbiet extracror fitted with a $00ml. Lenling flask
coutaining 240wl Teloeve aud banling chips. Alternatively. Ihe micro-
soxhlet apparams unlizes a siwaller set up. thes requirmye vuly 125wl
Tolnene aud botling chips to be added to g 250mL boiling flask

Place the soxhler apparatus onto a boiling mantle condense

cowbination and reflux ovenuabt {16-24 hours). Solvent imust cyele 3
times per heny mniuun (controller set at 67 or “60%"7).
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6 C ool the extraction apparatus, Concentrate the extracl usiug o 1olary

evaporafor (with heating Lbath at 45-50°C), mitrogen evaporator. or by aw
drying under 1he fune Lood 1o a volune of approximately [3mi. No
keeper solvent 15 to be added. Concentration teclmigques must be precise
aud the aualvst shonld Le sure not to let the solvent level pel too low or
efse 115k the loss of the lighter CH compounds.

xtraction of Sohd Samples — Selid samples are 1o be extiacted usimg either

a soxhier extaction apparats or an Accelerated Solvent Lxtractor (ASE)
Choosing which apparatus to use is at the discretion of the analyst: however. the
ASE should only be used for low percent solids samples.

CAS/Houston uses a Dhonex ASE200 Extractor. Other EPA approved extractors

may

B

11

L2

be used mstead.

231 Label stainless steel ASE cells accordingly. Add a fit to ench cell and

[~
i

I
.l

(¥ 5]

¢

cover with a small amount of sodinun sulfare.

Rather than adding sample/spiking solution 10 a ¢lean llomble, s
add sample to a clean beaker to record weizlit. Add 10-20g sedimu
sulfate. spike 1.0mL of the Labeled staudard spiking solution at 10-
20ng/mlL (Table 3), and nux thoronghly to eventy distiibute the sodinm
sultate. Record the standard addition an the bench sheer. It the nuxture
15 ot free-tlowing, continue to ooy w sodnug snltate natil o fee-
flowing consistency can be obtamed Trausfer sample te A8 celll 1op
with sodiun sulfate,

Label 60ml . collecton vials and posinon both the cell and 60mL
collection vial in corespondiug lovatious on the mays. Double clhieek b
ensive all cell positions mateh their respective vial positions.

Check Toluene veservolr and fill i low, Chack Nitrogen level 1f lony,
replace tank Use safety precautions when handling the pas tanks.

To start the ASE: Press “"Menu.” “Load Method.” "Number 1.7 ancd
“Start” on the screen. All methods and schedules are pre-programned
based on Dionex recommendations for the sclvents used. and can be
fouud w the appropriate waimtenance logbook.

Concenirate the extract usig a rotary evaporator (with heating barl at
45-50°C) or nitrogen evaporator fo a volume of approximately 15ml .
No keeper solvent 1s to be added. Concentration technees must be
precise and the aualyst should be sure uot 1o let the solvent level get 100
low or else sk the loss of the lighter PCB componuds.

Soxhlet Extraction of Tissue Samples - Tissue samples are to be extracted using 3

soxhlet extraction apparatius
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11241 Spike 1.Oml of the Labeled standard spiking solution at 10-20ng wul
{Table 3) mto each sampic and each QC aliquet. Record thus addition on
the bench sheet. I lipid detenmmation is to be perfonmed on a sample.
spike 2.Mul of the Labeled standard spiking solution. msfead.

11.2.4.2 Spike | Ol ol the Mainx standard spiking soloiion at Snagowl. {Table
3} mite the LOCS/DLCS aliquots. Record tlus addition on the benel shevt
These will serve as both the precision and accuracy for the bach.

11.2.4.3 Add 20-30g anbydrons sodivm sulfate to each thimble contaming the
sample and imx thoroughly 1o evenly distribute the sodium sulfate It the
puxture 15 oot free-flowing. confinue fo nux i sodiumn sulfate unnl a
free-flowing consistency can be obtaed.

11.2.4.1 Transfer thunble to soxllet extractor fitted with a 500mL boding flask
contaiming botling clups and 300wl of a 1] mrxhue of
hexane/dichloromethane. Altematively. the nucro-soxhlet appavatus
utihzes a swaller set up. thus requnog only 150mlL of the 1:] mixmre to
be added to a 250mL boiling flask.

(1205 Place the soxhlet apparatus ooto a boiling mantle ¢ondenser
eomibnnanon and veflux overmght (16-24 hourg). Solvent must eyele 3
tines per howr nuwminm (eontroller set at *47 or #40%,7 ).

L1.2.1.6 Cool the extraction apparatus, [T lipid determition o= to be performed.
foilow thesw steps, else. wove on to Section 11.2.4.7. Weigh one 2501l
Jar aud record on the bench sheet. Spht the exnact uno hwo 250wl jars
{weith the extract for lipids determuination added 1o the pre-weighed o).
Be sure to spht the extacts evenly so as to ensure one Lall of the final
extract 15 in each container. Dry the extract i the pre-werghed jar 1o
conplete divness and record the weight on the bench sheet. Caleulale
thie perceut lipids nsing the following equation:

"edfipid = A « 100

W,

Where: w, = weight of residue, in g, weasured as the difference w the
1ar prior to adding the sample and following concentration.
w, = weight of tissne, m g.

The un-weighed jar and extract 1s to be user for target compound

determiation and 1s to be concentrated followmg the provcedire m
Section 11.2.4.7 below,
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11.2.4.7 Concentrafe the extract usig a rotny evaparator (with beating bath o

45-50°CY or nitrogen evaporator fo a velume of apposimately 15ml.. A
toluene keeper way be added al the option of the analyst. Concentration
teclunques mst be precise and the analyst should be sure not to fef the
solvent level get too low or else risk the loss of the lighter PCB
coanproends.

Extract Clean Up - For some aqueous samples and all tissue and solid samples. back
extraction with sulfuric acid 15 necessary to rewove the presence ol mterferences. The
presence of color in an aqueous sample determines if back extraction s necessary. 1t is
uot. proceed directly 1o the silica gel clean up procedure m Section 11.3.4. Optional clean
up procedures described m Sections 11.3.2-11.3.3 may be employed. Spike all samples.
meluding QC samples, with 100pL of the labeled cleau up standard spikg solution at
|Gug'mL (Table 3) prior to performing any extract clean up procedures.

11.3.1 Sulfuric Acid Clean Up

11.3.1.1 After coucentration. solvent exchange the extract by addine 60ml,
bexane to the saple jar. Partiton the extract agaist 1 0nil <ullune
acid. Shake for 30 seconds nuniun with periodic venting ke a hood,
Remove and discard the acid (bottom) laver.

11.3.1.7 Repeat the acid washings until no color i3 visible 1 tlie hexane laver. up
o a waxiimuw of fowr washings,

11.3.1.3 Parfition the extract against 10wl sodiun chlonde solution and shuke w
the same way as with the acid. Remove and discard the aqueous
{bottom) laver,

b1.3 L4 Proceed with the sibea gel clean up procedue.

L1132 Optional Sodmm Hydroxide Clean Up

11.3.2.1 Poor to performing the silica gel clean up step. an eptional base clean up
way be perfonned (o remove addinoual interferences based ou the
effectiveness of the sutfe acid clean vp or knowu sample matrix
tnterferences.

[1.3.2.2 Perfonn another solvent exchange step by adding 60l hexane 1o the
10wl of solvent, Parhtion the extract against 10mL of a sodium
hydroxide solution. Shake for 30 seconds mininuun with peniodic
venting e a hood. Remove and discard the base (bottow) laver.

14.3.2.2 Repeat the base washings unlil no color 1s visible 1w the hexane laver, up
to n maxumnny of forr washings.
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11.3.2.3 Partition the extract against [0mL sodnnu chlonde solution and shake in
the same way as with the base. Remove and discard the aqueous

(botrow) layer.

11.3.2.1 Proceed with the silica gel clean up provedure

[E.3.3 Optiowal Flonsil Clean Up

t1.53.3 1 Prior to perfonning the silica gel clean up step. an optionas Florisil clean
up may be performed to elmunate polar and nou-polar interference-
based on the effectiveness of the sulfuric acid cleau up or known sauple
watex mterferences.

11.3.5.2 Perfonm another solveur exchange step by adding 60wl hexane to the
10wl ot solvent. Add approxunately 0.5z activated Florisil to the
extract.

—_
[
‘rd
L)

3 Vortex the sawple for 3 nuuutes. Lel sit overtugll.
bi.3.3.4 Proceed with the silica gel clean up procechuve.

11.3.4 5ilica Gel Clean Lip

[1.34.1 Pack the rapered glass cohuum as follows: Insert a glass wool plug mito
the bortam of the colunm. Place 2g activated nentral silica gel into the
colunu. Add 6g activated sodian hyvdroxide wiused silica gel. 9o
activated sulfuric acid mfused silaca gel. and 3g anliydvons sndnnn
sulfate. Tap the colunn gently after each addition to senle the silica zel.
Eiute with 30ml. bexane. Check the colunwm for chapneling [
channeling ts observed. discard the column. Do not tap a wetted coliun,

11.3.4.2 Place the silica gel colun 1 the clamp on the clean np apparanis Place
a clean. appropnately labeled 250ml. jar vademeath the coluun o cateh
the eluate. The cohun 15 now reacdy (o load the sanple extract

11.3.4.3 Trapsfer the |0l extract to the silica sel colwun and allow the solveut
to ehute wmtil the extract level 1s at the top ol the sodnnw sulfaie.

11.34.4 Rimse the 250mL jar coutanung the exlract with 30mE bexane and load
the vmsate onto the silica gel colimn. Allow the hexane to elute nutil the
solvent level 13 at the top of the sodiun sulfate.

11.3.4.5 Slowly add 30mL hexane to the silica 2el colmnu. allowing the hexane
1o pass throngh the colmmn using a grevity feed. Add additienal 30mb
portions to each column, as space permits. The total volume of hexane
eluant should be maximized to obtain the PCBs mest efficiently. yel not
overflow the 250wl jm
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11.3.5 Final Extract Coucentration

1135 1 Concentrate tie extract usimg a rotary evaporaror {with beating Dalh o
45-307C) o1 witrogen evaparaior to a velume of approximarely 15mf .
Transter the extract to a clean. appropriately laheled scintillation vial.
(Concentvate the extracr fiuther to a velume of approxnuarely 1.5nL

L5352 Transter the extract quantitatively from the scintillation vial o the ate
satapler vial while slowly evaporating the extract ntilizing rhe nitioven
evaporator, Unee the enlire extract hias been transfered 1o the aul
samipler vial. concentiale the extiact to approximatehy 100uL (o 200 L if

requesied).

11.3.5.3 The sample extract 1s ready to e spuked with 2pl uf the wrerual
injection standard at 3000ne ml {Table 3).

2. PROCEDURE FOR HRGC/HR YIS ANALYSIS AND CALIBRATION
12.1  Chromatograpiic/Mass Spectrometric Conditions and Data Acnquisition Parameters

1211 Gas Cluowaroeraph

Colonw coating: SPB-Ocivl

il tligkness; 0.250mn

Coinnu dinension: 3000 x 002 5mw (LD
Injector temperabures: 37090

Sphitless valve tine: | win

Interface temperatoe: 295 C
Temperats progrmm:

STAGE INTTIAL  INDIIAL BOLD  TEMPERATIRE FINAL TEMP FINAL HOLD TIME. \

TEMP TIME, MIN BAMP. @ /MIN i I[N
150 0

390 0

The GC conditions may le optimized for compound separation and seusitivin

Ouce optinized. the same GC conditions mnst be used for the analyvsis of afl
standacds, Blanks, IPR. angl QPR standards, and samples.

12,12 Wlass Spectromersy

12.1.2.1 The wass spectvocter uis! be operiled ey seleeted 1on monitoring
(5130} wode with a tatal cvele thine (ucludmg the veltage reset tne of
one second or less. It 1$ nupoctaut to wanitam the same sel of 1ons for
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bath calibration ad sanple extract analvaes. All tons i Table 7 anst Le
tcuitored.

The recommended mass specireweter tuning conditions are bazed on the
provups of wonitored 1ons. By usmg a PFR melecular leak. 1one the
tostruent o negel the minhuum required reselving power of 10,000
{10% valley) ar o'z 330.9792 (PFR Y o1 any olher reference sienal
between 300 and 33). By nsing peak watclung couditions and the PEX
reference peak. venfy that the deviation between each womiored exact
7 and the thearencal m'z wust be less than Sppn. Each lock mass
nust be weunored and wust not vary by meore than £20% thronehor s
respective retennion towe window, Vaiations of wore than 20% mdicate
the presence of co-clubing mterfecences that raise the source pressure
A wiay sionthicantly reduce the sensitiviry of the mass spectrometer.

Obtat a selecred 1ou current profile (SICPY at the two exact mz s
specibied w Table 7 and ar 10000 resolving power al each 1.OC for the
native congeners and congener goups ind for the labeled cougeners.
Because of the eXleusive nin-s ratge coversd m each finction. 1t may
not be possible ro mamtain 10,000 resolution throughont the niass mage
diring rlie funchion. Therefore, resolntion mmst be ©8.000 tucuzhoul the
wass range and muost be  10.000 m the center of the miass range for each
fiuetu

12.1.3 Lon Abundance Ratios. Minunun Levels. and Signal-ro-Noise Rahos — lnject a

1L ahiguot of the CTS-1 calibration selulion (Talle 3} using the GC condinons in
Seertion 1211,

12.1.3.1

Mleasiwe the SICP areas for each cougener or eongensr grolip., il
conpite the 1on abundance ratios at the exact nvz's specified m Table 7.
Conpare the computed ratio to the theoretical ratio given in Table &

All PORs and Tabeled compounds a1 the C5-1 stancdard st be within
the QU huuts i Table & for thenriespective won abindance ratios.
otherwise, the mass spectrometer must be admsted and this est repeated
until the 'z ratios fail within the lomits specified. If the adpsnneut
alters the vesolutions of the mass spectrometer. 1esclubon must be
verified (Section 12.1.2.2) prior to repeat of the test.

YVerify that the HRGC /HEMS iustment meets he estinsied ounonmnem
levels |IEMLs) in Table 2). The peaks representing the PCBs and labeled
compounds 1 the CS-1 calibration standard must bave signal-lo-uoise
{5/ ratios =10: otherwise. the quass spectrometer 1nust be adjusted and
this test repeated bl the minunun levels m Table 2 are mer.
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NOTE: The secondary 1on of DiCB 13 miterfered by PEK and requirss »
resolution of 22000 to resobve sutficiently. SN for these contpound- m
the C5-1 may fall below 10:].

NOTE: CAS/Houston nses Method Reportioe Limit (MELY meead of
EML when referenciog the wumow levels i Table 2.

Initial Calibration by Isotope Dilution - Initiad caliliration is required before auv
silwpic- can be analyvzed for FOB conseners. Inttial eabbration 15 also required of any
rontine calibration does uot weer the required aceepronce crterta. Isotope dilntien is used
for calibration of the Toxies. LOC PCBs. The veference compound for each warive
cowpound 13 10y labeled analop. as histed in Table 2. A tive point calibranion
enconbipassug the coucentration range 15 prepaved for eacn nanve cougensr.

12.2.1 For the Toxes LOC POBs determuned by wsotope dilution. the celative sosmo
tacrors versus concentration w the calibration selutions i~ comapnied aver the
calibration range according to the procedures describad below.

12.2.2 The response of each Toxies' LOC PCBs relative 10 s labeled analoyg i
cletenumed usmg the area respenses of both the primary and secoudary vxact
u’z’s specified 1 Tabde 7, lor each calilvation standand. as tollows:

- 4 2

e = Lh ;;?_;‘J <0,

T A AR,

Where:

._-I_-'I anl ,-! = sy of the integrated 1o alvndances of e quantitanen wns fink
unlabeled PCBs,

A% and 4. — s of the integrated jon abuudances of the quantitatiou ions for

the labeled standard PO Bs,

Q. = quantiry of the labeled standard nyected {p2a1.
3, = quannty of the unlabeled PCB analyte unected (poy.

The £ valnes are dimiensionless guavfties: 1he nnits nsed to express 2, and 0

wakist e the same.

12.2.3 To eabbrare rhe analyviieal svstem by i=ofope dilution. pyect calibranou standaids
(5-1 theough C%-5. Use a volowme weneieal to the vohate chesew i Section
1213 anel the condiions w Section 12,11 Compute and stove the tglative
response factors fon cach Native Toxies/'LOC PCB al each conceutranorn.
Compute the average (uiean) REF. as follows:
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> RF,.,
R =

a iz
h

Where:
1 = The wilabeled PCB congener.
J = The wjection number (or calibration solution nwmber: j = 1 1o §)

12.2.4 Linearity - Calculate the RSD of the S RRFs. If the RRF for any Native
Toxics/LOC PCB 15 constant (less than 20% RSD), the average RRF inay be used
for that congener: otherwise. the complete calibration curve for that congener
must be used over the calibration range

12.3  Initial Calibration by Infernal Standard - Intermal standasd calibration is applied
deternunation of the nattve PCBs for wluch a labeled compound is not available. 1o
detenmuation of the Labeled Toxies/LOC window-delimug congeners. and labeled ¢lean
up vougeners for perforance tests and intra-laboratory statistics. and fo determination of
the Labeled injection mternal standards. The reference compound for each compound is
tsted i Table 2. For the native congeners (other than the native Toxics LOC PCBs)
calibration 1s performed af a single point usimg the Diluted combined 209 congener
solution, For the labeled compounds, calibration s perfonmed using data Gom the Lve
pomts i the calibration for the Nanwve Toxies LOC PCBs (Section 122,

12.3.1 Response Factors - [uternal standard calibration requires the determination of
response factors (AF) defined by the following equanor:

P . L1 RN C BT AL
T+ A0, ST+ 0,

Whiere:
L and 4, = sum of the inregrated ion abundauces of the quantitation wn for

wlabeled PCBs.
A aue ) = swu of the mtegrated ion abundances of the quantitation ions oy

the labeled standard PCHs.
A' and 47 - s of the intesrated iou abundanees of the quantitation ions the

wternal pnechon standards.

¢, quaniity ol the iabeled staudard wiected {pea).
(3, = quaniity of the uternal mjechion standacd injected {pg).
€2, = cuuantity of the unlabeled PCD analyte injected (pa)

=

The RF, and RF wvalues ave dimensiouless quannities: the umts used 1o express

O, . @, and O, must be the same.
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To single-concentration calibrate the svstew for native PCBs other than the
Native Toxies/LOC PCBs by interual standard. inject the Dilnted combmed 209
congener solution. [Use a volume wdenlical to the volinme chosen in 12.1.3 and the
conditions i Section 12.1. 1.

Compute and store the relative respouse factor (RF) lor all native PCHs except
the Native Toxies/L.OC PUBs. Use the average (mean) response of the labeled
compounds at each level of chiorination (1.0} as the quantitation reference. to a
waxumim of 4 labeled congeners. as shown i Table 2. For the combinations of
isonieric congeners that co-elute. compute a combined RF for the co-eluted group.
For example, for congener 122, the areas at the exacr mvz’s for 104L. 114L. | 18L
and 1231 ave sununed and the total area is divided by 4 (because there are d
congeners m the quantitation reference).

NOTE: All labeled congeners at each LOC are used as refereuce to reduce the
effect of an interference 1f a single congener 15 used as reference. Othel
gquantitation references and procedures may be used provided that the resulis
produced are as accurate as results produced by the quautitation references and
procedures descnibed above.

Compute and store the relative responsa {actor (RF) for the labeled componnds,
except 138L. For the Labeled Toxics LOC vandow-defiming compounds and the
labeled clean up standards, use the vearest eluted labeled wjection witernal
standard as the quantitation reference. as given in Table 2. The Tabeled injection
utternal standards are referenced 10 PCB 1381, as showi in Table 2.

[f the requested analysis comprises enly those PCBs contamed in the Native
Toxies LOC mix. a five point cahbration mnst be followed. Response factors
shall be caleulated based on the five poimts tor the Native Toxies'LOC, Labeled
Toxies LOC, Labeled clean up, and Labeled myjection internal standards. 1f the
requested analysis comprises #CBs other than those contaiged wn the Nahve
Toxies LOC nux. a five point calibiation must be followed for the Native
Toxies' LOC conipounds while a one poiut calibration must be lollowed Lor the
additional compoinds.

Secondary Sowce Venfication - Iinmediately followmng the analysis of the

calibraticn solntions. analvze another standard at the nudpomt of the calilnation,
Thss standard nmst be obtamed from a secondaiy vendor, or be from a lot
independent of the lot used for the calibration solutions. Caleulate the response
factors ol all compounds and verify agast the wihal calibration results,

Calibration Verification- At the beginmng of each | 2-hour shitt durmg which analyses
are performed. GC/MS system performnance and calibration are venfied for all native
PC13s and labeled componnds. For these tests, analysis of the C%-3 calibration
verilication { VER ) standard ( 1able 5) and the diluted combined 209 congener soluhon
{Table 3) st be used to verify all performance eriteria. Adjusbment awd'or recalibration
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urist be performed until all perforuance criteria are met. Ouly after all performance
crieria are met may samples. blanks, IPRs, and OPRs (LCSs) be analyzed.

f2.4.1

1204

t2.4.5

2.4

MS Resalulion — Statee resolving power checks wust be performed at the
begning and end of each shift. Ifanalyses are perforwed on siecessive shifts,
ouly the beginning of sliutt check 1s required. 1t the aperatiug critenia canot he
wiet, the problem must be comect betore analyses can proceed. Tf any of the
samples m the previous imn way be aftected by poor resclution. those samples
st e reanalvzed.

2 Inject the VER (C5-31 ~tandard using the established operating conditions.

The m/z abundance ratios for all PCBs must be witlun the hinuts 1n Table 8
otherwise. the mas «pectrometer must be adpisted intil the m z abundance ratios
fall witlun the lurts specified when the VER 1- repeated.

The GO peak represeuting each native PCB and labeled compomnd in the VER
standard must be present with a S/N of :10: otherwise, the mass specriometer
wst be adjusted ancd the VER repeated.

Compute the concenmalion of the Toxies, LOG PCBs by satope dilution. These
goncentranons are computed based on the mitial calibration data.

For each compouud. compare the concentration with the cabbration vertliealion
lowir i Table &, If all compounds meet the acceplance eritena. calibranon lias
been vernhied and analy«is of standards and samiple extracts may proceed (£
bhowever, any cowmpoind fails its respective lioul. the weasuranient svsient is 1ol
pertoruung properly, o tus event, prepace a fresh eahbration stondard o1 conmect
the problem and repear the resolution and VER tests. or recahibrate. Tf
recalibration 1x necessmry, vecalibration for the 209 congeners must also be

pet formed.

P Reenlion Tunes

12.4.7.1 Absolute. The absolute retention timues of the Labeled
Toxies/LOC 'window defiming standard congeners w the VER wwust be
witlun =1 5 seconds of the respective retention tuues 1 the intial
calibration.

12.4.7.2 Relative. The relative retention tunes of the native PCBs and labeled
compownds i the VER must be within theiwr respective RRT honts in
Table 2.

12.4.7.3 [f the absolute or relative retention tune of any compound 1s not withm
the Limits specified. the GU 15 not pertuiuung properly. In this event.
adjust the GC and repeat the VER or recalibrate, or replace the GC
colnmn and either verify calibration or recalibiare.
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1248 GC Resolution and Muninmup Aunalvsis Tune

12.4.8.1

12.4.8.3

Analysis

L1250

1252

As a final step 1 the calibration vertfication. wject the diluted combined
209 coupener solution.

2 The resolution and minmmum apalysis hie specifications m Section

7.2.2 must be wet for the SPB-Octyl cohumu. If these specifications are
uet met. the GO analysis conditions must be adpusted unnl the
speciticauons ae wet, ur the coliumn must be replaced and the
calibration verification test repeated, or the svatewn must be recabbiated

After tle resolution and nuuummun analysts Hme specifications are met,
update the retention tioe, relative retention tines. and responge taciors
for atl congeners except for the response factors for the componnds rin
are mubi-point cabbrared. For these compounds. the mwnlti-powr
calibration data must be used,

Establish the operating conditious that resulted 1 acceplable calibration.

Add 2ul of the labeled mjection mternal at 3000ng/ml (Table 3) fo the 1000l
{or 20pL) sample exwuact immediately prior to injection to nnannize the
possibility of loss by evaporation, adsorption, or reaction.

Inject 1ul. of the concentrated extract containing the Labeled injection internal
standards using splitless injection. The volume njected must be identical to the
voluine used for calibration.

12032

Start the GO colwun mitial 1sothennal hold upon injection. Start LS
data collection after the solvent peak elutes.

Monitor the exact uyz's at each LOC threnghout the [.OC refention time
wincow, Where warranted, wmowtor md'z s assoctated with cougeners at
higher levels of chlorination to assure that fragouenrs are not mlerfering
with the nyz's for congeners at lower levels of chilorwation. Alse where
wartanted. momitor wy2's associated witl witerferents expected to he
present,

Stap data collechion after Y 5-DeCB has eluted. Reti the colwim o
the il ternperature for apalysis of the wext extract ar stundard.

Identification Criteria - A PCB or labeled compound s wlentified in a standarel. btank,

or sample wheun all of the criteria  this Section are el
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1261 The stanals for rhe two exacl tafe’s o Table 7 st be present and mush maxinize
withun {he same nvo scaus,

12.6.2 The signai-ro-nose wann (S/N) fo lie GO peak at cach exacr nwz st be =2 5
tor eacli PCB detected i1 8 satple exteact, sid 210 for all FCBs i the cahibration
audl ver eation standards.

12,63 The ratio of the micerated areas of the tae exact we's speeified m Tubile 7 musl
be witlou the Tt i Table 8

| 2,64 The relative rerention tiiie of the peak for a PCB mmst bie wilhin tie RRT OC
bimits specilied w Table 2 or willun stmlar bndis developed from calibration
data.

1263 Because of congener overlap and the potential for interferma substances. i is
posaible thal all of the Wdentification eritena iy not be wel. If is also possible
st toss of one orwnare chilores from & Inghly clilormated congener niay mfiate
of peochies a false coucentralion lor a less-chilonnaled conzener thiat elnics a) the
sane relention e TF ideytfication 13 subiguows. auexperieuced speciiauiel s
wst delerumme e presence or absence of the congener,

L2.6.6 [fdw criteria srated ahowve are not wmet, the PCH s ugt beeyy rdentified auk e
resylt for that congener may nol be veported ar used for permtting or vegulatory
colphiance porposes. I rerferanees preclude ideunficalion. a new aliquat of
sapaple mngt be extracred, further cleaned np. and analyzeed.

3. QUALITY ASSURANCE/QUALITY CONTROL REQUIREMENTS

131

The namnm vequivemenrs fov qualiry assurance ponsist of an anal demonsteanon of
lalioratory capatulity, analysis of samples spiked with labeled compoundsz 1o evaluale aud
doctinnept data quality. aud aualvsis of standmds and Llanks ag rests of conjnined
perforinates. Perforomance 3 caiuparved ro established perforance eonteria to defernune
if the results of analyses ineer the perfarmance cliaracteristies of the procedure.

It the procednre 15 ta be applied w sample matcix other than water flic mast appropuiate
wllentate relerence watms 15 substtted for the reageat water malnx o all perfoniinee
fesis.

13 0] Each apalyst most wake wir ohal demonsieation of the ability 1o senerate
acceptable precision and recavery with this procedure. This detuonstranou i
@iver ji Section 132

1312 Tnrecozmbion of advances that ave ocowrning w Analylical techucloey. and re
oyercome wanls (nferferences, the Jaboratory 1s permuitted cectam opfions fo
napnve separaiions o lower e costs of nieasurements. 1hese opnons wehicde
allernate extraction. coucentralion. awd clesu up procedures. and changes m
columns wud detectans Tf an analytical teclmigne other than Ue lechuigues
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specified m EPA Method 16684 15 used that teclinique winsf Liave u specifieny
equal ro o1 meater than the speeificiny of the tecluiignes m EPA Method 16641
for the analvtes of inlees

15021 Prer toog medificatizu bemng minde ro thus procediae analysts s
repeat the procedwe 1 Sectton 13,2, Uf the derectien flnits of the
procedure will be affected by the changes . the analysl is recpured fo
demanstrate tha the DLs ave lower than one-thurd the regularary
eomphance level or eme-tlird the EMDLs 1 EPA Method 16684,
wlnchever are greater, [Fcalibestion will be affectvd Iy the vhaoge the
mitrient niust be veealibrated per Secnon 12, Cice it i deinousiratad
that the modifieation produces results equivalent or supenior @ resulis
prodnced by this procedire as written, that wiodilicaton may De used
rontipely therealter. so long as the other requeraments 1 this procadine
are wiet. ael s SOP w pdated to redleet thar clangs

L3 ].2.2 The analystis required ro numutaiu records of modificarions made 1o ihis
procodme. This inclndes. «f & wloiueod, resulls ffom all guality continl
lests camparmg the two procedures, data that will allow an mdependent
revigwer 1o validate each delemunation by ltacmg the 1nstnoment autpnt
to the final resnlt, e docnmearation n s procedie o rle furis ol =
medification detaded i Section 21,

i1 13 Aualvies ol wethod blaoks nre tequued 1o demonstrate liecdnm fiom
coufamnnniion, The procedmes and critersa for analvsis of g nethiod blauk we
described m Seetton~ L1 and 13.6

1514 The aundvst must spike all samples with labeled componds o manitor pocedinal
perfonmanve. Tlus fesi 15 desenibed w Section 133 When esulls of bese <ptkes
iudicate atypical procedural performance for samples, the sanples aoe diloted o
bring procedural perducnanee witlun acceptable hioils. Procedwres fo dilulion aie
given i section 414 1

31 5 The aualvst most. on ey ongoing basis. demonstrate thavogl ealilnation
vevification ane the analysiz of the augoing preciston and recovery slandard
{OPIL ov Laboratary Cootes] Samiple. LOSY aud blauks thal the apalvtical syslem
15 in conteal. These procedures are given m Section 1 3.7

[nitial Precision and Recovery (TPR) — To cstablish the ability (0 emerate acceptable
precwiol aud tecovery. fhe analvsis st pevfonw the {ollowing eperstions.

132 |

For low solids (agueous) samples. extraet. couceufiate aud annlvre fol 17
aliguots ol 1eagent water spiked with 1 il each ol the Mames stanidard spikane
solunion, the Labeled standared spiking soliution, aud the Labeled clean up swuclad
spiking solution. accordmg to the procedures set oul for beld samples Tosan
slieaative sawple wwatiix, fom abiquots of the alternative referaiice malix are
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used. All samiple processing steps that are to be used for processme samples.
including preparation, extraction, and clean up. must be included in thes test,

13.2.2 Using resulls of the set of four analyses. compute the average percent recovery
{X) of the extracts and the relative standard deviatiou (RSD) of the couceutration
lor each compound, by 1sotope dilution lor PCBs with a labeled analog. and by
wtemal standard for PCBs without a labeled analog and for the labeled
compounds.

1323 Foreach PCB and labeled compound. compare RSD and X with rhe
cortesponding linuts for initial precision and recovery w Table 6, IFRSD and X
for all componnds meet the acceplance ciiteria. system perfonnauce is acceptable
and aualysis of blauks and samples may begu, It however. any mdividual RSD
exceeds the precision hnut or auy wdividual X fatls outside the ranze for
recovery, system performance 13 nnacceptalbile tor that compound. Comecl the
prablem and repeat the test.

133 To assess the procedural perfonuance on the sample muatrex. the laboratory must spke all
samples with the Labeled standard spiking solution and all sample extracts witl the
Labeled clean up standard spaking solution.

1
13

i

.1 Analyze each sample according to the procedures set forth by tlus SOP.

13.5.2 Cowpute the percent recovery of the labeled conoseners and the labeled clean up
congeners usmg the internal standard wethod.
i3 3.3 The tecovery of each labeled compenud wwust be witlun the honuts in Table 6, If

the recovery of any compound falts outside of these linits. procedwral
performance 1s unacceptable for that compouud w that sample. Additienal clean
up procedures wmust then be employed to attenipt to bitng the recovery withu the
uormal range. IF the recovery caunot be bronght withio the normial range atter all
clean up procedures Lave been eisploved, water samples are diluted and smalle
amotuts of soils, sludges, sedinents. aud otlier viatrices are analyzed.

13,4 Itis snggested but not requured that recovery of labeled componuds frow sawples be
assessed and records juaintamed

13.4.1 After the analysis of 30 sawples of a ziven matnx type (water. soil, sludze. pulp.
etc.) for which the labeled compounds pass the tests i1 Section 13.3. cowpute the
averaze percent recovery {IR) and the standard deviation of the percent recovery
(Sg) for the labeled compounds only. Express the assessment as a percent
recovery mlerval from B — 25, to I+ 25, for each matrix

[3.4.2 Update the accuracy assessment for each labeled coinpound i each matrix on a
regidar basis (e.g. after each five to ten new measureents).

13.5 Sample Preparation Batching Requirements
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1350 Number — The pinuber of field samples i1 a preparation batele will not exceed
ety (200,

153.5.2 Matrix - The matvix to be used for the qualily control samples must be consistent
witl the matrix of the feld samples (1.2 reagenr warer for agqueotis watnces.
quastz sand or sodinm sulfate for solid matrices. or blank tissue for tissue
watrices ).

Ll
Ca
el

Reagent Lots — A single lot of each reagent used 1u the analyvsis will be used 1o
precess the bateh of samples.

| 3.5.4 Bateh Tone Frame — The waxionnu tone between the stan ol processmgz of the
first and last samples i the bately nnist be twenty-foue {2 B howrs.,

e
n
el

Bateli QC Samples — Facl preparation batch wust contain. at & gunmits. .o
Method Blank (Section 13.6) to menitor laboratery intvacdneed contanunatnon, an
LS (Section 13,71 to assess aualysis perforurance (e bia-. or acewracy ;. and oo
additional sauple 1o assess batel precision. Tlus additional ~aupke can e the
fomn of a DLCS (Secnon 13.7), an MS/AIMS paurisection 13.8% ora [0 P
(Sectivn 12.9). Bateh QC samples do not count lowirels the mxiviant mnber o3
samiple allowed i a bateh {Section 13 5,13

nethod Blanks - A reference matnx Meibiod Blank 15 analvzed with each -ample balel
lo demonstrate treedomn from coutamination. The watix fi the MEB onasl be sindan o
the saaple omteix for the Lateh.

1361 Sprke cacly of the Labeled standard spiking soelurion and fhe Labeled clem up
standard spiking solubons o e MB. aceordig o the proveduves set ot m
tlus SOP. Prepme. extiact. clean up, and concenirate the MB. Analyze the blank
mmcdiately after analyvses ol the OFR (LOS) e demonsiiate freedom from
contamiuation and freedom from canvover.

1362 It any PCEB 1s found m the blank ar greater than the mnumnm fevel (MR | or oite-
thivd the regulaiony cowpliance lior, whoclhever is areater. or 1F any potentially
wierfering compound 15 found in the blank at the MRL for eacli PCB given
Table 2 (assuming a response factor of [ e2lative to the quanhtation retference 1
Talie 2 ar that level of ¢chlannation for a potentially mlerfering componid, 1.e. a
corupound not listed 1 this procedure), the Blauk must be evaluated to detennuie
the extent of the contamumation. All saunples mnst be associated with an
uncontaminated MB or the data st be flagged ou the analytical repost

Laboratoty Contrel Samples — A reference matix LCS 15 analyzed (along with a
DLCS) with each sample batel to dewonsteate the batel s acewracy [nnd precision). The
matrix for the LOS/DLCS wmst be siomilag ta the sanple matris tor the batch. The

LCS DLCS cowbivation = tun 10 bBen of an MEDIMS, wiless specitically requested by
the ¢lient.
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571 Spike eacl of the Labeled ~landard sprkivg solunion. Matnix standard spiking
solutton, and Labeled clean up spiking selutious mto the LCS DLOS. according
to the procedures set forth m thus SOP. Prepare, extract. clean up. and concentrate
the LCS/DI.CS. Analyze the LOS/DLCS numecliatelv after analvsis of the
calibration werification and Diluted combined 209 congener solution,

13.7.2 For the Toxicn/LOC € Bs and labeled componnds. compare the iecnvary to the
LCS lmupts given i Table 6 IFall compounds niest the acceptance critein.
systenl perlormance 1s acceptable and analyses of blanks and ~imples may
proceed. If. however, auy ndividual concentration falls sutside of e ranoe
given. the extraction/eoucenlration processes are not beine perfoomed properly fo
that compound. In this event. cotrect the problew. re-prepare. extract. and clean
up the sample batch and repeat the LCS.

13.7.3 To venify perivninance for all 209 congeners. the LUS DLCS pwst contam all 209
congeners over a period of 2 years. Compare the results of the 27 Natjve
Toxwes LOCs apunst the requurements i Table 6.

Matrix Spike Samples — A client may request an MS/DMS be performed on a field
sample. If requested. the MSDMS will demonstrate the bateh’s accwacy and precision.
A DLCS 15 not required 1f an MS/DMS 15 performed.

13.8.1 Spike cach of ihe Labeled standard spiking solution, Matrix standard spiboug
solution. and Labeled ¢lean up spiking solutions mto the MS/DIMS. according to
the procedures set forth in this SOP. Prepare. extract (bemg sure 1o propenly
bomogeinze the field sample such that three identical alignots can be taken), clean
up. and concentrate the MS/OMS, If msulficient sample size is received. confacl
the chent for dircetions on ow 1o proceed.

12.8.2 To venty performance for all 209 congeners. the MS/DMS must contain all 209
congencers over a period of 2 vears. Compare the results of the 27 Narive
Toxics TOCs against the requirements i Table 6,

Field Sample Duplicates (DUP) — A client way request o DUP be perfornied on a fickd
saple. If requested. the DUP will demonstrate the barch’s precision. & DLCS 1s not
required if a DUP t: perfonined.

13.2.1 Howmogenize the smuple and separate two identical aliquots for analyais.
Often, for aqueous samples requurmg DUP analyses. the chient will senud
a sufficient sauple amounnt to nse 1L for each aliquot. Add | OmL of the
Labeled standard solition at 2-4ng mL. (Table 3). No matrix staudard 15
added to erther aliquot.

13.9.2  LExiract and analyze according fo Section 11. Tlis measurement provides
the batchs precision (how closely the resnlt compares with the field
sample ). The LUS acts as an accuracy test.
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13.93  Ewaluate the test results according o the acceptance erteria (= 5090
EFP}. Sample concentrations below five times the dMethed Repornng
lunit (SxMRI) may not be stgmiticant enough to present reliable R
dara.

13,10 Performance Bvaluation Samnles — Included amone the samples in all batehes may be
saples {blind or double blnwd) containing knowo amounts of udalbeled 237 8-
substimited PCDDwPCDFs ur other PCDIVPCDE congeners.

CAS/Houston participates w performance evaliation studies throwgh R.T. Corp (RTC).
Solid. aqueons. aud tissue studies are perfonued semiannually. Al studies are perfornmed
followiug the guidelines of the SOP for Praficiency Testing Seuple oalvsis. ADM-PTS.

DATA REDUCTION AND REPORTING
141 Calenlations - A combination of OpusOuan and CAS LIMS 18 used to caleulare
concentrations based ou the nuerpretanon of the ravw data and fhe preparation

inloeation,

ld 1] Isotope Dilution Ooauliralion

£4.1.1.1 By addme a known amowunt of the Labeled Toxies/T.OQC window-
dehiing componnds to every smuple prior lo extraction, correction fol
recovery of the PCB van be made because the native compound and its
labeled analog exdubil siunlar elfects upon extractivo. ¢encentrafion. sod
gas chromwatography. Belative response factors (RRF ) ave used o1
conjunction with the calibration data in Secnon 12.2 to detenime
eoncentranons m the final exrract, g0 lona as labeled cowponned spebang
levels are constant,

14.1.1.2 Cowmpute the coucentrations i the extract of the Narwve Toxies TOC
PCBs usiug the REFs from rhe calibration data (Sectiow 1223 aud
following equation:

Co [4' 1 47 JRF,

Wlhore:
.. = The couceutration of the PCHB 1 the extract.
_-'E",, and A"-',, = The areas of the pruuaty and secondary mde's for the
PCE.
A'yand 7 = The aveas of the pritnary anel secondary av'z's for the
labeled compousnd.
€ = The concentration of the labeled compeound {Table 3).

[ T L )
I R

Page 37 of h4


http:deliui.Jt

SOP Coda: HMS-1668A

Revision: 4

Version Dare. 08/13/10
RF = Calculated mean relative response facror for the native

cowpownd relative to the appropriate labeled compound.

14.1.2 Tutemal Standard Quantitation and Labeled Compound Recovery

[4.1.2.1 Compute the coucentrations i the extract of the pative compounds other
than those iv the Native Toxies/ LOC standard using the updated
response factors determuned [rom the calibration ventication data
(Section 12.0) and of the labeled internal standards. of e labeled clean
up standards. and of the labeled mjection internal standards deteranied
[row the witial calibrarion data (Section 12.3) nsing the following
equation:

i 4 +47 ),
. 1 i iﬁE
L"-"- L A I} i

Wheve:

(", = The coneentration of the labeled compound m the exiract,

4, and 47, = The areas of the primary and sccondary o/z's for the
FCB.

A4 and 47, = The areas of the pruuary aud secondary w /s for the
wterual standard.

€. = The concentration ol the internal standard (Table 3)

Fm = Calculated wean relalive response tactor for the narive

compound relative to the appropuiate internal standard

14.1.2.2 Usmng the concentranon m the extract determuned above. compute the
percent recaovery of the Luabeled Toxics LOC window-defuniug PCBs
ail the Labeled clean up standard PCBs using the following equation,

Frcna

= 100

Recovern{"a}

Apikaie]

14.1.3 The coneentration of a native PCB wn the sawple is computed nsing rhe
concentration of the cowpound 1 the extract and the weight vahume of the
sample, as follows:

C xF, )

L1

Cenlic et tieast —

Where:
(.. = The concentration of the compound in the extract.
I, = The extract final volume, 1o ml.

wy; = The sample dry weight (m ko) or volunie (i L]
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NOTE: The concentration of the cowmpouad 1 the sanple shall be expressed as
ng kg for solid samples and pg/1. for aqueons samples,

[t the SICP area at either quantitation wfy for any congener exceeds the
caltbralion range of the system. dilute the sample extract by the factor necessary
to bnog the concentration within the calibration range. adjust the concentrahion of
the Labeled wjeetion standard to 100pe/pl. 1w the extvact, and analyze an aliquot
of this diluted extract. It the PCBs cannot be measured reliably by lsotope
dilution. analyze a smaller portton of the aqueocus or solid sample. All componnds
exceediug the upper calibration limit are flagged with an E flag. Alleruative
options are fo reduce the sample size or split a portion of the extract prior to clean

np

t4.1.4.1 To prepare a dilution. use the onginal analysis data to quantify the
labeled standard recoveries. These orginal labeled standard recoveries
will be applied to the dilution, so that the only vacable w the dilution 1=
the actual conceutrations of PCBs. Didute the ornzamal extract (note that
no addifional clean up 1 nevessary ) with the dilufiou factonr tones the
usual quantity of iternal standards. Reaualyze the dtluted sample using
the labeled standard recovenes calculated from the mitial analyses 1o
correct the chiluted resnlts for losses during the onginal exteaction and
clean up. Caleulare the results as i Sechon 14,1, wultiplying the fual
PCB concentrations by the dilution factor.

The lot#] concentration for each homologous series of PCBs 1s caleulated by
sunmng 1 the concentrations of all positively identified componnds of each
homologous seres, Also, if requested, total PCBs may be reported by suunung
all congeners wdennfied al all levels of chlormation.

Sample Specific Esnmated Detechon Liout - The sample specific estimated

detection Lt (EDL) 15 the couvcentration of a given analyte required to produce a
signal with a peak height of at least 2.5 tones the backeround noise level. An EDL
15 calculated for each PCB congener that 1s not idennified. Two methods of
calculation can be vsed. as follows, depending on the rype of response produced
during the aunalysis of a particular sample.

14.1.6.1 Tor samples giving a2 vesponse for both guantitation ions that ave less
thau 2.5 times the backgronnd noise level. use the expression for EDL
below. The backzrouud level is detenuined by weasuring the range of
the uoise (peak to peak) for the two quantitation wons of a particudar
PCB compound withiu an homelogons serie~. i the window of the
SICP trace correspoudiug to the elutiou of the labeled standard (1f the
cougeuer possesses a labeled standard) or m the window of the SICP
where the congener 15 expected to elute by comparison with the routne
calibration data {for those cougeners that do net bave a Cl3-labeled
staudardy, multipbying that neise height by 2.5, and relating the product
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to an estinated concentiation that would produce that peak height. Tse
the loruunda:

a5 ! :
e I il A
.~ RE,

53

wliere:

£0L = Estunated detection lnmt for homologons PCBs.

H. = 5um of the height ol the noise level for ench quantilation 1on fo
the unlabeled PCT3s.

Che = Ouantity. 1 pi, of the labeled standard.

H; - Sum ofthe height of the signal level for each quantitation ion ber
the labeled standavd.

R = Caleulated wean relative responuse factor for the componl,

For compownds characterized by the vespounse of a signal having the
same retention tune as a PCB. having a S/N o excess of 2.5, and does
not meet any of the other qualitative identification criteria. calculate the
"Estunated Maxnmnn Possible Concentration” (EAIPC). wiili the
exception that the vanable 4 represents the stun of the area under the
stualler peak and of the other peak area caleulated using the theoretical
chlornne isotope ratio

=g A=A, xd, U i)
4,
o o
i, =— (f. < i)
i,
Whetre:

Ap = Avea of the first 1on used for quantitatiou.

A+ = Areq ol the second 10n used for guantitation.

fo = Calenlated 1on abundance atio fou the compeound.
f, = Theoretical 10n abundance vatio for the componud.

If i, = i, then use A and adjust the value for 4; Il < 7 then use 4, and
adjust the value for 4> Use the second and third equations {or tlas
adjustiment.

14.1.7 The relative percent difference (RPD) of any duplicate sample results ave
calculated as follows:

RED =

(S, 45,2

!51 — %

=100

Page 40 of 84


http:stauda.rd

14.2

14.3

14.4

14.5

14.6

SOP Code: HMS-16654
Hevision: 4
Version Date: 08:13/10
Where:
5. 5. = Sample and duplicate sample resulls.

t4.1.8 The 2.3.7.8-TCDD toxicity equivalents (TEQ/TEF) of PCBs present in the sample
are calculated, 1f requesied by thie data user. according to the method
recortumiended by the Chlorinared Droxing Workeroup (CDWG) of the EPA and
the Center for Disease Control (CDC). This method assigns a 2.3.7.8-TCDD
loxicity equivalency factor (TEF) to each of the coplanar PCBs. The 2.3.7.8-
TCDD equvalent of the PCBs preseut 1 the sample is calculated by snnuing the
TEF times their concentration for each of the compounds or groups of
compounds. The above procedure lur calecnlating the 2.3.7 8-TCDD toxicity
equivalents is not clamed by the CDWEG to be based on a thoroughiy establisled
scientific foundation. The procedure. rather, represents a "conseusus
recommnendation on scrence policy.” Since the procedure may be changed m the
tuture. reporting requirements for PCB data would still wclude the reporting of
the analyte concentrations of the PCEB congeners.

Data review

14.2.1 It 1s the analvst’s responsibility fo teview analytical data to ensuve that all quality
contro] reqinrements hiave been met.

14.2.2 Refer to the SOP tor HRMS Data Review and Reportme, HMS-DATARET for
zeneral wpstructions for data review.

Results are reported based on the SOP for Siguificent Fignres. ADM-SIGFIG.

Results for a PCB i a sample that bas been diluted ave reported at the least dilure level ar
which the area at the quanhtation nr'z 1s wirhiu the calibration ronge. Results lor a PCE
i a dilution above the teported level do uot ueed 1o be processed and reviewed.

For a PCB having a labeled analog. report results at the feast ditute level at whicl the
area at the quantitation ui'z 15 withm the calibration range and the tabeled componnd
recovely 15 witlun the normal vauge for the method.

Pertprm maunal integrations of peak areas when interferences preclnde computerized
culenlations. The analyst must use theur professional judgment to determine where the
signal baselie 1s located and deternune the shape of the peak to be mitegrated. Using the
tools m OpusQuan. the peak must be manuvally integrated to represent a straight baselne
equivaleut to the noise. Fellow the SOP for Mannal Inregration of Clivomatograpliic
Peaks. ADM-INT.

METHOD PERFORMANCE

LAt

Method performauce information cay be found in Method 1668A. Section 21.0.
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15.2  Method performance is monitored using a sawple specilic EDL calculation, as showo
above. Method reporting Innits (MRILs) are as defiued in the reference methad
(Estimated Minunum Levels. or EMLs. Table 2). MRI.s have no correlatiou to the EDL.

15.3  Limnuts of Detection (LOD) and Lunits of Quantitation {1.00Q) are generated and verified
according to the requirenents m the Department of Defeuse Quality Swstems Manual
{Reterence 19.7).

POLLUTION PREVENTION AND WASTE MANAGEMENT

It 15 the laboratory's practice to minmze the snount of solvents, acids and reagent used Lo
pectorm this method wherever feasible. Standards ave prepared in volunes consistent with
methodalogy and only the amount needed for rontime labovatory use is kept ou site. The threal
trem solvent and reageunts used i this method can be mimuuzed when recyeled or disposed of
properly. All disposable glassware shonld be recyeled as per the laboratory procedures, The
laboratory will cowply with all Federal. State and local reculations governing waste
wanageinent, particularly the hazardous waste 1dentification mules aud land disposal restuictions
as specified i the CAS EH&S Manual. Also, zee the SOP for Waste Disposal, SMO-
WASTDISP.

CORRECTIVE ACTIONS FOR OUT-OF-CONTROL DATA

Cowrective acnon measures applicable 1o specific analysis steps are discussed w the apphicable
section of this SOP. Also. refer to the SOP for Corrective Action, ADM-CA, for cotrect
procecures for identifving and documenting such data. Proceduies for applying data qualifiers
are described 1 the SOP for HRMS Data Review and Reporting. See Table 10 for example
conrective actions and requuired dociinentation,

17.1  Problews associated with low standard recovenes are nsually attributed to one of the
followmg:

17.1.1 Extremely low recoveries of labeled staudards (for samples where the ciean up
standard recoveries ave normmal) indicate that extraction 15 metficient. The cause
may also be annburedl to watrix effect.

17.1.2 Low recoveries of both Jabeled standards and clean up standards tnclicate that
losses are taking place during the clean up process. Such losses may be due 1o
inefficient final transfer or may be taking place during clean up. Contaminanls it
the sample extract may interact with the silica gel and alter the retention tpnes of
congeners on the column.

17.1.3 1f any of the standards are completely absent from the selected iou profile. the

possibility should be cousidered that addition of that standard to the sample or
extract llas not taken place. If thus is the case. the sample 1ost be re-extracted.
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i17.1.4 Tl'the chromatogiaplic peak area for a standard 15 approximately twice the
anticipated arca. the possibility sheuld be considered that two aliquots of that
standagd bave beeu added to the sample or extract.

Low seustlivity (poor signal-to-noise ratio) way be atlributed to a mumbey of causes,

1721 A leaking septien nught result 1 losses of sawple during wiection. Another
consecuence ot a leaking septuw (or any leak in the inlel systews of the gas
chromatograph) is reduced fow of carrier gas. resulting in increased retention
hwies.

17.2.2 Accunmlation of particles of sephum ov fevrnle material in the wjection port can
lead to adsorptive losses. Sinular losses are encountered when the mjection pour
or the mjection port liner are contanunated by the residues of ‘dity” samples.

17.2.3 A deeraded columnn can cause peak distoriion, and may also lead to adsorptive
losses. Excessive bleed of stationary phase frow the column may result m igh
background levels and, consequently, elevated noise levels (thus decreasing the
sigual-to-uoise ratio) The problem 1s commwonly restricted to the first few
ecntimeters of the cohunn, and can be corrected by cutting oft 10 te 20em of the
COjTLLmI,

17.2.4 Ihgh backmound levels can also be afmbuoted to bleed from an mapproprare
LT,

[7.2.5 Re-tmung of the mass spectrometer wught inprove the seusitivity. or the problem
may be due to a contaminared wn souree, If. wver a penod of tiwe, continnal
mcreases m the electron munltiplier voltage are necded to obtam adequate
sensitivity. then the photo mmltiplier woay have to be replaced.

Contanunation problews. if they arise. shonld be nvestigaled systematically.
£7.3.1 Contmninated chemicals shonld be discarded. 1f one or more additional coutaiuers

ot the same lot number are present in the laboratory. the additional quantity of
clhienueal should be evaluated for contannnation prier te use.

—
ZE
Fal
L )

Contawinated glassware should be discarded.

17.3.3 Eacli step of the preparation and analytical procedure 1nust be 1solated to
determmue the particular step, reagent. chenucal, ov piece of equipment that may
be contributing the contamination. Onee it bas been 1solated. corrective action
mieasires wist be put m place to rewove the contanunation and prevent s
eoctiurence.

Problews that requue comective achion are to be documented by the analyst.
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CONTINGENCIES FOR HANTH.ING OUT-OF-CONTROL OR ITWACCEPTARLTD
DALA

Wea Bacron 17
RIEFERENCES

191 “Method 1668 Revision 4 Chiorwaled Biphenyl Congeners 1n Water. Soil, Sedwent,
Gioselids and Tissue by HRGCTIRMS " USERA. §21-R-00-02. Decenber 1999,

197 Dald Qualine Svstems Menrer!, Flnal Version 4.1

193 2003 NELAC Quality Systems Standard

TRAINING PLAN

201 Reter to the SOP for Docmeantalion of Trovning, ADM-TRANDGC Tlie SO0 desenbos
the frating outline and necessary dovuweutaiion (Figure 6),

20,2 Bowview the SOP aud published wethod. Also review satety procedures. any mstiement
velated wanuals. and all related S0

2003 Following these 1eviews observe the procedure as performed by aicxperienced analvaf at
amninunin of fliree tines,

2004 Dhee the analyst and manter are comfortahle wath the proceduce, the analyst anst
pelform the SOP wirli supervisiow for an extended penod of tune. Darig Hus peoiod, the
alalyst tz expected m fransifion om a vole of assisimg o perforunug rhe procedime wafly
unnaual vversighi frow an expenenced aualyat

-
=
"k

Independently perfonn the S0P and complete an Inital Demonstration of Capalilibies.
This stady can be based on either g blind Perfonnance Evalnation sawple or [
cousecntive LOS saugiles. Doctuuent these stdies,

METHODATODIFICATIONS

The fnllowiug wadiDeations have been wade 1o the pubhsbied method {(releencad
parenthetically). These modifications offer equuvalent pertonnance at a reduced cost

211 Modificanon of separatory fitunel extrachion by replacing with b= zal, exrraction jars
Solvent volumz and toral nuntber of rinses lias beon redneed oo | 50wl and tlicee
ruises to L 30ml and 2 rinses (Refereoce 191 Section 12.2.2),

21.2 WMo TS5 fur aqueaus snoiples (Ref [%.1 See 11.2).

21.2  Addinon of ASE extraction techunigne for solid samples (Retf 19.1 See 1 23]

214 Soxhlet extraction also perfonued for solid sawples (uot SDS). Sawple 13 nnxed

adequiately witl sodw sullate to wupreve extractiou efficiency (Reb 1901 Hee 1.2}

No particle size estimahion t5 porforued (Beb 19| See 12.3).

J e ]
—
¥l
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2L6 A kiln s not employed by CASHouston [or all reasable alassware cleqima (Rel 191
Soed.2).

21.7  Silica ael activated ar ~120°C No GPC carbon. [TPLC, or antluopogenic clear (ips gie
performed. Cohuun packine procedure 1= slightly different (1o newrral e¢l between
lavers) Sihica gel elution 1s grester thao 2301l (Rel 191 Sec 13),

21.8  Sultorc acld and sodwm hydroxide back extiaction volume: are wediced (Rel 191 Sec
12.5). Sedmm hydroxide back extraction and flarisil cleas ups ave optional (Ref 19 ]
Sees 12,5 and 12),

21.9  Staudard procedure 13 (o brine fimal volione ol extracts o 100w eather than 200l (Rel
15.1 See 12.7.7).

21,10 All extracts are stured cold at 0-6°C wstead of Bozeu (Ret 19,1 Sev 5.5.2).

2111 OpusQuan 1s hnasted fo four quantitation reference compaoinds. Therefore. all PenaCBs
dle guanititated agawst LOAL, |14 LISL. and (231 The purpose of quaatiadws (eaiust
mare thau one labeled standard 15 1o rednes the effect of juterferences Cnanntatiug
apamst four. rather than five, compannds sill has ap <gmvalen! effect (Ref 191 Table 7).

INSTRUMENT SPECIFIC ADDENDU Y]
None,
CHANGES TROM PREVIOUS REVISION

23,1 Section 1.1 Added EPA Method reference

232 Sectiens 3.7-8 Updated.

233 Section 3 Updated.

234 Secnon 6.2.1 Updated,

235 Secnon 7.3 New and all followine sections renmmberad,
236 Section 83 New and all following sechons remunbered.
237 Seetion 89 Updated for mmtfle Ruruace procediwe.

2358 Secton 11.1.2 Updared,

238 Yeerlon | 145 Updated to welude corm o1l Blauk wanix.
2R10 secnown P12 Updated,

2311 Seeuon 11.3  Updated.

2312 Secrion 14,14 Updated

23.13 Seection 15 Updated.

2314 Sechonp i9 Lpdated.

2315 Seenon 21 Updated.

23.16 [ahle 2 Updmed (footore)

2317 lable 3 Updated,

ATTACHMENTS
241 Tables — See Appoendix L.

142 Figures — See Appendhis 2.
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APPENDIX 1

TABLE 1

LABELED CHLORINATED BIPHENYL CONGENERS

NAMES, CONGENER NUMBERS, AND CAS REGISTRY NUMBERS FOR NATIVE AND

IPAL |CAS registry MTUPAL (€ AN regisiry
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3 Labeled clzan up stamlard
6 Woild Health Organizatiou {WHO) o0 congener
i Labeled analog of WIIO toxic congener
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SOP Code: HMS-1668A
Revision: 3
Version Date: 01/11/10
TABLE 3
CONCENTRATIONS OF NATIVE AND LABELED CHLORINATED BIPHENYLS INSTOCK
SOLUTIONS, SPIKING SOLUTIONS, AND FINAL EXTRACTS

Solution Couceniralions

CB Congener Stock Spiking Extract

(ng/mL) (ng/ml.) (ng/mL)
Native Toxics/LOC
l 20 50 30
3 20 5.0 5N
4 20 3.0 30
I 20 5.0 50
19 20 5.0 S0
37 a0 5.0 50
34 20 5.0 S0
77 20 5.0 50
81 20 5.0 S0
104 20 3.0 S0
105 20 50 30
t14 240 S0 50
118 20 5.0 50
123 20 5.0 50
126 20 5.0 30
L35 20 5.0 30
156 20 50 50
157 20 5.0 50
167 20 5.0 50
169 20 30 50
188 20 5.0 50
189 20 5.0 30
202 20 50 50
205 20 5.0 50
206 20 3.0 50
208 20 5.0 50
209 20 5.0 50
Native congener inix stock solutions
MoCB tluu TrCB 2.5
TeCB thru HpCB 5.0
OcCB thu DeCB ]
Labeled Toxics/LOC/window-defining
IL 1.0 10.0 100
3L 1.0 10.0 100
4L .0 10.0 100
151 1.0 10.0 100
191 1.0 10.0 F00
37L 1.0 10.0 100
SL 1.0 10.0 100
77L 1.0 10.0 100
S1L 1.0 10.0 100
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SOP Code: HMS-166084

Hevision: 3

Verston Date: G110
TABLE 3 (cont.)

104L 1.4 10.0 | (0
1051 1.0 194 104G
4L 1.0 1010 100
H1EL 1.0 10.0 100
[XAL 1.0 100 10D
1261 1.0 [0 100
L5510 1.0 10.0 10
L3461 [.O 10.0 bOG
A3k o B || [.O 10.0 |00
L67L 1.0 10.0 | 00}
L&91 L0 10.0 L g
|HEL 1.0 10.0 L O
|89L 1.0 10.0 L0
2021 1.0 10.0 [ (3
2051 L0 i [ G0
2061 1.0 L0 1040
0El 1.0 100 100
209L [.0 (0.0 108
Labeled Clean L'p
281 1.0 140.0 100
LLIL 1.0 104 L0
| L76L 1.0 1040 100
Labeled Injection Internal
9L 4 A00 L(3)
52k 540 006 GO
101LL 5.4 S04 100
|50 S0 00 | (3
1941 T4 S0 106
Diluted combived 209 congener salution Solutian Concentration (nginl)
INATIVE CONSeeTy
wolB thm TrCR o1l
Te!'Biluu HplB L0380
QOcCB thr Del’B | ]
Labeled oxics LOC window-defining | O
Labefed ¢ lean Up 100
Tabefed tujection Tuteinal 1040

Section §.20

- Section BL16
i Secion 517
1. Secton & |9
3 Secton 3,18
. Sechion 3. 16
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SOP Code: HMS-1668A
Revisiol, 3
Veraton Date. 01411 160
TABLE 4
COMPOSITION OF INDIVIDUAL NATIVE CB CONGENER SOLUTIONS!

AccuStandard Catalos Number

M-1668.A-1 A-1668A-2 M-16684-3 M- 1668A-4 M-T668A-S

4] 78 16] 7 (17 i3 46 5 |
o | &1 [53 s LE 17 L6 1] 3
G 945 130 i2 107108 20 109 107 G 1
6 103 | 29 18 118 10 154 17 |4
8 95 |66 24 114 16 117 12 |
14 | 88 | 59 23 150 63 140 64 16
11 | &9 167 28 145 3G 146 70 i
0 | 92 156 22 135 40 141 102 5]
27 | 113 179 39 149 67 164 07 13
12 | &3 176 53 139 76 158 e 14
34 | 119 178 5] 132 40 182 123 74
26 | 87 175 3 165 93 174 134 56
31 | s 183 48 168 84 173 13] 77
i3 | &2 177 62 137 101 193 163 104
36 | 120 171 71 160 112 180 | 98
3§ | 124 172 68 128 125
35 | 106 191 58 162 110
500 |23 170 61 157 126
45 | 10s 190 35 184 155
53 | 127 | 201200 60 186 | 3R
19 | 152 204 9ef 187 165
75 | 136 | 200/199 100 185 | B8
41 | 143 198 91 181 159
e 196 121 192 202
ST | 144 195 00 197 0
EEE 194 9% [99/201 | 208
66 | 142 107 108:109 | 703 206
79 | 133 | 209

Total Number of Congeners

83 | 54 | 29 | 15 j 28

l.  Congeners presant in each stapdard sphition are listed in elution order for each level of chilonnanon. See Tabile § fay
concenmations of congeners in stock solutions and Table 5 for concentrations m cahbration «fadards,
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TABLE 5
CONCENTRATION OF CB CONGENERS IN CALIBRATION AND CALIBRATION
VERIFICATION STANDARDS

SOP Code; HMS-1668A
Revision: 3
Version Date. 01/11/10

— e e | Solufion concenireiion {r{gr’m_l__ﬁ__ = =
| €502 83 '
Ci congener WPAC [{Hi sens) | C8-1 C52 | (VER) | C84 | N5
Mative Toxies/LOC
: 'I ]—f 1 e R &0 S0 Abiiy |
_-_ E "L['." L 3 02 i 5.4 6 A I e b L _:
e 1 5 Lo = = a0 | 2o |
) EERE E s K 50 R ET
L& a2 iy 40 = i 1 W ‘I
37 .2 1] o Sl Al i ]
54 na | i Y 1 i T T |
e 3 7 _u__‘, ‘|_|__ v 4] 4% -14];-_ 1 :.1|..,_' l
i A 2 K T 0 30 o | 2o |
‘3:‘4&1: Pei 13 |14 nax b n 5 0b T ETTE
== S 3 A NPT T lus g T 0 a1 am um |
= ZAAFSPeCH] 114 [ i 3 W] am | 20w |
B T B 1% [ e | EL i) i Al Wi |
T 3 AN S-PeClE] 123 2 10 i) 30 o 00
== 33445008 2w 7 i A0 " T T
g ran-a i 15 na T Sl 5 T S0
7] ZANATSNCB]  Tae N EA 5 U 3 o =TTV
B VAL IO 157 | 62 I 30 0 TR T
2V AT S 147 nz [0 24 W S A
il o e I e T Il-gi 1 ik n: B 3 &l b divii | Mg
_‘...'.,3 3566 B _-:.hrr. [T o a0 PP a1 S
> 3F.4 555 HCH [ T 1l % ft il Ay | tean
[3 T A3V AVENOCR| S0 02 Lo 34 St T T
A AN SE O] T E W 50 a0 amr | e
BRI AL AN NG o3 W3] i i aks | el
T APIVASYOLNOH| 8 %) (R 50 30 an | i
Dell3] 200 03 | & 30 30 T
:I-_rll-ﬁh"d Toxiew LM 'window .ﬂtﬁn!ng e
T |y | £ 1 |80 fog | W
el Dele 10 e i 1iKs jru 1w e T
e A ] ] 41 Vil 1 J K | tah IRl T [i%
& PP RN TN 10 X il T
M _aa o] IS0 i 100 IET ia) A
e - TL ) jra A (%] I ¥l
C 2 nae-lelB] S 1 Joad T i [ e | e
A T 1 . jims 1vm TH L L ]' Jay
o3 44955 Tel B SiL J s Jtd J¥ue | L L L
_'_-m.‘l‘.r-.-‘--l'l."‘l.'-j I.'C“Il:h_- (L% | i e T |waba s L__."'u___
3 3 A4 -PeCH] 05 10 Jex) jixi e T L
Lt I S S S T T (i) Lo T 100 IR
R e EETT 1 L o | T T
3 A XS5 PelB] 1050 1% 10 10} 10n Ji :
3 A8 S FeCR] 1261 100 [Ty 17K 10D e )
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SOP Code: HMS- 166HA

Revinon: 3

Wersion Dare: D31 LD
TABLE 5 {cont.)

1

o Solution concentration (nadfiml.)
8 CS-0.2 g3 [ |
CB congener UPAC |(Hisensi®| €81 | €52 | ovER) | €84 | €83
N, 5.6 HxCB| 1351 164} o 10) 1) oo | 1og
2T AL AHACE| 1381 [ 100 LIt 100 fEKE b i
- s a4 S TixB] 15T W I e T War | o
(“ AT AR AT R TETL 11 1o Jun Ju [ v } ]
S G i T S ) il ) 1 [AN] i AN [ s ! i
T T2 34 Se6Ipeh| 1881 Toul e 100 g |t |
LA T4 5 HpCB| 18 T e | van s e ) o
ALY A3 5.5 6800|2020 104) e | 100 100 | o
W23 A e s wh ere] as 14M4b L) 1 10 W | 100
R S e - i W S i‘-!l.'-f 1641 1ing Ty 1o T s
G e e W o LR B Y e 13 1 100 f T Lo
M aDelClE| 2041 TeMl |t B m__'- LRI JiK! I
Labeled clean-np
L S R ) I JiHE Tl 100 1t 1 Lol
Ay e L AR r”l_"-'".ﬂ 1111 ]1.'-”_“-'_r |12 TN |kl Fowt Fiag
-._':.-"':.':'.3 e "]pﬂ._ ] 17EL Texd | i (KR foy Tl i
Labeled injection internal e - e ¥ |
b R W T B i, 1K) T i L [T | N
e a.a-Tot| 3 1M1 fn T T2 10 L
‘u"‘l SFES YO 1ML 1) |y [N Tiw 1L o
R I T R B Ty 110 (REN iy T3 s
O LD AF A S A 06TR] 194 160 oy | oo 100 T Lol

Suftis "L wdicates labeled compoand,

Aclelitivual conecentration wsed fou calibration of liigh sensitpeiny HRGCHRMS syseimz (oo usad by

CAsHuosmonl,
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S0P Code: HMS-1668A

Revision: 3

Wersion date: 0L 10D

TABLE 6
QC ACCEPTANCE CRITERIA FOR CHLORINATED BIPHENYLS IN VER, IPR, OFPR, AND
SAMPLES'
_ IFR Labeled componmnid
. Cﬂngrhrﬁr Test ruug o — ; vecovery L
Congever| humber foganl) | VER' (%) RSD o) | X (m) | DPR (%) saunples (20
o %.MoCB I 50 70-130 40 60-140 | 50150
4-MeCHB 3 50 70-130 40 GO-140 | 50-150
1X-DuCE 4 S0 T0-130 a0 6-140 | 20-150
4.4.DICE L5 0 0130 A GO-140 | 50-150
206-TICR L 50 7o-130 40 G0-140 | 50-150
1a4W T 37 50 70-130 40 60-140 | s0-1s0
16 ETel B & aq 150 10 A0-140 | s0-150
53,44 TeCB 77 50 70-130 4 G0-140 | sn-150
3495 TeCB 5l 50 70-130 40 a0-140 | s0-150
12 46.6-PeCB 104 0 n0-130 40 G0-140 | &%0-150
23 AAPRCB 105 50 70130 40 G140 | 50150
2344 .5PCB 114 50 70-130 40 G0-140 | S0-150
L3 AL 5FelB 118 50 70150 40 su-140 | s0-150
2 A4 A S-PeCE i 50 70-130 40 GU-140 | 50-130 -
A SPeCE 126G ] T-130 40 a0-140 | 59-130
LIA66-HCB 155 =) 140 A0 a0-1401 | 53-150
3134 4" S HxCE' 156 30 0-130 40 a1 | S-150
133445 HaC B 157 50 T0-130 A G014 | sa-1s0
2344 S HRCE 167 50 0130 a0 G0-140 | 50-150
334455 -Hx (B 168 &0 T0-130 A0 BO-140 | 30-153
223 4.56.6-HpCh 188 0 70-130 ET) AN-140 | S0-150
2334455 -HpCB 159 50 70130 40 60-140 | 50-150
LY AFAS06-0eCE 202 50 70-130 40 60-140 | S50-150
LAEAA S A0 0 50 70-130 40 60-140 | 50-150
22A AL SN ANACR 06 50 T0-130 40 60-140 | 50-150
2,203,045 5 6.6-NaCB 0% 5n 70-130 40 G0-140 | 50-150
DeCls| 100 50 20-130 0 |eo-t0 | seaso | ]
By -2 MaCB IL 100 30-150 50 0-135 | 15140 L5-§30
Bt MoCB AL Lo 801 50 50 I0-L45 | 1F-140 L5150
B DIiCE 4L 100 801 50) & 35035 | Ap40 BRI
! B 1A DECR I5L Gl 50-130 50 35-135 | A0-140 3515
P P o-TrCB 0L 1) 50-1 50 50 35155 | an-140 AL
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SOP Code: HMS-1668A

Bewvision: 3

Version Date: OH/11/10
TABLE 6 {cont.)

0.3 A4-TICR 7L 100 50-150 | 50 35135 | 30-140 25150
M el 2 6.6 T=CB 4L 1130 500150 N A5-135 | 30-140 25150
Y i 4 TeCB 7L 104 5150 a0 FE1AT [ 3w 15150
BB A TelR 1L Til] 501 50 50 55035 | A0-110 ELAE
1 302,20 4.6,6'-PeCB 194L 1040 50-150 5 35135 | 30140 25150
Hem238444PeCB| 1050 10 50-150 S0 | 35135 | 30-140 T
132234, 3 5.PeCR 114L 140 50150 &0 EESE L LS E L TE-150
e ¥ A S Pl B 1I5L 100 804150 50 35135 | 30-140 35150
BT AL A PCE|  12L 100 £0-150 50 15135 | 30-140 BLEES
 UC,3 3 AL SPCE 1361 106 s0-150 | 50 135 | 30040 | ASAs)
2 2 44 G- HRC R 1550 106 50150 20 15135 | 30-140 R
B,,-3.3.374.40 8 -HaCB L 361 100 30-150 50 35135 | 30-140 I5.150
SRR DR RN I S o LS7L 106 30140 &0 35:185 | AU 15-150
U402 38 S HECR 1671 11 50-1 80 sin J513E 0 30140 25-]50
ey I 100 0,130 | 0 | as-138] 30.is 15150
PTG T L U S [P0 1 12T L0 IS EY 50 35138 | 30-140 15-] 5
"‘L.-"2'.3.3'«5\4'.55'-H|}CB 1530 1Gn Sp-150 n Je-las | M-Led) 25k E0
M N LS 66-0eCB | 2001 100 30140 50 35135 | 40-140 15-1 50
Brplid 1S5S 6000B| 205 100 50-150 50 35135 | 30-140 15150
B arrrdaaseNan| o8l L) 501150 50 35155 | 3u-1d0 | AL E
2 235 455 66N0CB|  2USL wo | se-150 si 35335 | Aipan 25150
L2 YA TS R DeUE|  A0UL 100 50-150 50 35135 | 30-140 5.1 6
Clefraregs standard
VT L ] 60-130 45 45-120 | 40-p2% 135
B2 LA PR LT 100 60130 43 45-140 | 40-125 Wi135
y..2.0.3.3 55 .6-HpCB 1750 106 Bl-150 4% J120 | 40-125 J0-13%

O acceplance criteria bor IPRE, OPE. aud sanples based oo a 20p0. exoac final vohune,

Sulfix L7 wdicates babeled compound.

Sexe Table >

See Secrion 12.4.

POBs 156 and 157 are tested as the sum of two concentations.
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SUBSTANCES MONITORED BY HRGC/HTRNS

SOP Code: HMS- 106584
Hewision, 3
VWersioll Date: 0L 1A L0

TABLE 7
SCAN DESCRIPTORS, LEVELS OF CHLORINATION, AMVZ INFORMATION, AND

Function and

chlorine level m/z nv'z type ni/z formula Substance

Fn-T: Cl-1 18%.0393 M (oI | A2 Cl-1 CB
190.5363 M2 g o W o] Cl-1 Cl
200.0795 M Bt H P “C,, Cl-1CB
202.(1766 Al+2 o s Wl “C,. Cl-1CB
2189836 lock C, £, PFK

Fa-2, C1-2.3 2220003 M & S £ TR o Cl-2 PCR
223.9974 M-2 S s ) LR Ci-2 PCB
225 994 hSE g o 0 Cl-2 PCB
23404086 il Y e VL “C,, U2 PCRH
2360176 M2 i %0 P B He, 012 PCR
2429836 lock C. F, PFK
2359613 M T, W YE) Cl-3 PCRB
2579584 M2 “¢ L H-YCLL 0 C1-3 PCH

I'n-3 2539613 | N H e Cl-3 PCB

Cl-3.4,3 2379584 M+2 S R T ) Cl-3 PCH
239.9554 N+ 0 SO S o ! Cl-3 PCB
268 0016 p| G 5 R s 4, Cl-3 PCH
269 9986 A2 o B o U, Cl-3 BCH
2509825 lock & F, PYK
2899224 M o o L P Cl-4 PCB
2919194 M+2 R FE Cl-4 PCB
293 9163 M4 G M M ) Cld PCI3
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TABLE 7 {¢cont.)

SOF Codle [TVS- 16600 Y
Revision: 3
Wepsion Dafe: D120 LA10

Funetion andl
cldorine level m'e nz type /2 Formula Substance
3011 9626 A e T UL MOy, Q4 PCD
33,9597 M2 B G Pl PR S Cld PCR
323 BE3Y M M W TRL -5 POT3
325 880M M- 2 B0 HA T Al Cl-3 PCR
327.8773 Mrd g W R & L I3 PCT3
337.9207 -2 Hes HY 0L A BC,, CI3 PCHE
339.9178 el e HI RO LI, Hev. LS PCR
Fry-4 189 922 it by T Sl 1) Cl4 PCB
Cl-d.5.6 291 2194 M+2 b T S T o B Cl-4 PC1Y
293.9163 M-14 i 0 P Cl-4 PCH
301.9626 M=2 o S M e s ML Tl PO
3039597 Mg W L S YE e, G PCH
3238834 i R, H. N4, Cl-5 PO 13
325 BN M2 e B CL L] Cl-3POR
3278775 M- Ll TR Gl Cl-3 PC I
330.9792 lock C By PFE
337.9207 M+2 g e P i | O 15 PCR
339.9178 M3 b . S M v Yo, TS PCB
3598415 M+2 L7 einis ey MR o Cl-6 PCB
361 R3LS M4 o A s R Cl-6 PCR
363.8336 M-6 oo HiNe, el Cl-6 PO
371.8817 M+2 ol | My M | HCL Cls PO
3738788 S L e L M [ A YL e PO
Fn-3 323 8834 il o Ve CI-3 PCH
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TABLE 7 (cont.}

SOF Code; HM S 16684
Reviam: 3
Wepsion Dare: 11 1/10

Function aml
cldorine level m/z m/z type m/z formeula Substance

C1-5,6,7 325 8804 N+2 i Ny s g P Cl-3 PCB
327.8775 M+ e L S R Cl-3 PCT _
137.9207 Mz | seLH fa v | e, crspes |
339.9178 M-4 g AN ¢ R L ¢, Cl3 PCR |
3549792 lock P MEN
3598413 M2 i A © s s oy Cl-6 PCB
361 8383 M+d i L S W S gl i Cl-e PCH
363 8136 M6 B H, V0L A, Cl-6 POR
371.8817 M2 e S | R o T ", Cl-6 PCB
3738788 M4 E I R Bk He, CleTCB
393 8023 M2 g Oy | o N & C1-7 PCB
395 7993 M4 e B O L Cl-7 PO
397.7966 M+6 e M TR CL Cl-7 PCB
405 8428 M2 L oy - iy o A | He,, €17 PUR
4017.8398 Mo ol | R 6] (g o B Me. DT B

34,9728 QC G P PFK

Fn-6 3938025 M-2 P B B Cl-7 PO

Cl-7.89.10 393, 7993 =4 - s A C1-7 PC13
3977966 M6 g P D o gl C1-7 PCR
4058428 M2 fa e L W v Bl He,, €7 BCB
407 8398 M-d g+ 3 I e ) C,, C7PCB
427.7633 M32 B He L 0 Cl-8 PCR
4297606 M+4 7 W M Rl g Ci-8 PCB
431.7376 M -6 B YRR YL Cl-8 PCB
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SOP Cuode FIMS-1608A
Bevision: 3
Warsion Dade: Q1074160

TABLE 7 (cont.)

Function aml

cldorine level m/7z nm/z type m/z formula Substance
439 8038 M+2 o P AL ] B, Cl-8 PCH
441.8008 ER R B e B o e, CIRPCR
4429728 QC C,. Ey PFK
434.9728 lock £ E PFK
161 7246 M-+2 L H G Cl-9 PCR
4637216 M+ S, PO, CI-9 PCB
463, 7187 MG e B L, Cl-9 PCB
473 7648 M+2 He B N B, Cl-9PCR
4737619 M+4 e H, R e, D18 PCR
495 6836 M2 S AN AL b Cl 10 PCB
497 6826 M4 . PR % Cl- 10 PCB
499 6797 M +6 o oL VEL Cl-10 PCR
07,7238 M2 B 1,50 Y MG, CEINTPCE
519.7229 M4 MC L H L T, He, €1-10 PCR
5117199 M6 W HNOL K, He., C)-10 PCR

Mot CASHouslon unlizes @ 7 unelipn scguisiog priosera,

Fsiaberie niasses vsed o accurate mass calewlarion:

| [O0TE

=g | 20000
R | 40034
Gl 34 9689
i 369659
W 18,9084
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TABLE S8

SOP Code: HMS-1068A
Revision: 3
Version Date; 01711410

THEGRETICAL ION ABUNDANCE RATIOS AND QC LIMITS

Chilorine aloms

m/z's forming ratio

Theoretical ratio

Lower QC limil

Upper QC limin

] mfmi2 313 2 G0 kR
3 mim+2) 156 1.33 |.7%
3 ) 1.0 .58 o ¢
4 mAm+2) (177 {165 [1 %3
5 (ot 2pimaed) 1.55 |33 .75
i (o2 {mrd) [.24 & L3
7 (e 23 md) 1.03 (159 E2
8 (2 (m+ad) gy 0. 76 L3
o (m 2y (med) 0,77 e LAY
D foy s 23 -4 1 EG n5g £ 79
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SOP Code: HMS-1608A
Rewision: 3
Yorsion Date: 141110

TABLE 2
SUGGESTED SAMPLE QUANTITIES TO BE EXTRACTED FOR VARIOUS MATRICES'
Sample wmatjs !Ex:implc' P_::E;:t Phuse :‘11:1“':::‘:'

g e -plansc

Donkiig w ater

Agiiancs K onmcharmer <] it 100 ml.

[Treated wasteswater
Oy 2ol

%alul K omiposT | Salal A l4g
sl

[Masle sobhqent

Firganic Wiz ol | Chigawic S-l0g

DL puiriier
Fizh T
[T san : : — Dvganc S-10g
Hinwaw atlipos: £ 3

Celulii-phnse

Liguitk*selid
Wl sai
Crnmrealed efiluen
o Solid Iyipested wsacipal stodaz i3 Sulil 510w

Falter calie

Fapar pulp

) Tarclu-tmal sludge B
lrgane solid = L- 13 Lath 3-1Cy
Foaly washe

Linuie: Tigunid

La-piagus: cffuear

AL O e TItrented etflien: 2| Unaanic LI

Crrum wasle

: Liserented eftueys : i 2
Aquectsoreanaaelid ER Crrzamic & sodid RN LT
IChum WW'aste

The quantity of sample to be extractzd is adjusted to povide 10 of solids {dry weiglu). Qoe lier of squeans
garipley continmog wie percenl sulicls wall contain b of solids, For aqueoie samples conlaimog arealst Hun e
percenr solids, o lesser volwne 15 wsed wo that 102 of solids (doy wesghed wili be exmacted

The sanple matdx may be amorpbous for some sawples. In general, whan e OBs are e conracr wadh a muali-paies
sustent in wluch one of the phases is water, they will be preferentially dispersed 1 o adworbed on the aliernate

phase beemse of then low solubility i water.

Aqueons sanples are Gliered aller spiang with the labelzd conpounds. The flicae and b waienals tragpesd ol
[lber are extracied separalely. sl the eximacis are combinad fo clean up mad noalyss.
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SOP Code: HWS- 16684
Rewvision: 3
Sersion Date: 0101410

TABLE 10

CORRECTIVE ACTION 5UMMARY TABLE

QC Activin

Luncceptable Criteria

Eecommended Corvrective Action

Docuinetaiian

Ife=thiod Blauk

MRL. =110 sauple
CONIE,

Anslvere an nsnument blank o
deausirale msmuaaent 1s fee of
possible contamination, Evatuale
whelhar znre sauple bawch must
b re—exiractad, depending on
client specificabions.

Conecnve acrions
mingt be dorumenesd
as a non-conformry
Conpronnds
azsocinled with a
walue anche MU ars
flagzed with "B ou
Form 1s

lstrmenr Blank

=L

Dztermate callse of conlanunarten,
Analyse an acceplable mslmens

Dlauk privr to analvzing analyneal
sequslce.

Fesolve blank waue
bafore proceeding.

Lpitie] Calibration
Srandards

+ $0% nalve srandards
= 50% labeled standards

Contimuing
Calibranion
Venfication
Standard
(COVVER)

= BERF: + 40% native and
4 500 labeled for
besimuing cal

Ending CCAL nm
required for 15684

Reanalyze stancdards. I snll
wacecpiable. remake siandards
and reanalyze.

Resolue ICAL
standars 1ssue
before procecding.

Reanalyze standacd. IF s1ll
wiracceptable, vecalibrate and
reanalyre saples from las
acgeptable CCW.

Conunent in ginse
waTalve

[aborarory Counal
Sample (LOS) &
Duplil:are
Labanatony Lol
Sample DLICS)

30 ovalues [ 300y
20 RSD

If 1.CS e DLES onu, evaluate tha
tabeled standardis) associated wiih
the compound{z). If aszociated
labeled standards ot gvaluate e
a~-aciated fabeled -t dacdi-)
Uiz samiplals). [F Labzlad
srandardis1oau the sampletsd is oue
re-calrach th sunples, el 1elease
the (et posidhs.

CRnruent 11 £ase
AT Abive.

Labeled Slandarcd
Frecoveries

-~ feceprance caiteiia fon
all fabeled standards oc il
any labeled s1andad
recovery 15 <] 0%

Complete i HCAR form and ve-
extract e ~amphes vsing a <naller
sangle sire.

Add an CBF -weftis
to the e or sl Lals
Sample 110
uchicating " Re-
exiracton

Fecovery of labeled
stancand ton
competnds

Ouiside acceptable
liours

Feport valnes and g resnlts.

Flag associntad
resilts with *Y on
Fomm |s.

Sample Resulis

Quantified value = upper
end of linear calibration
FAnge.

Report values: dilule ssimple and
report both undiluted and diluted
test resulis.

Flag associated
resstlis with “E- on
Fonn 1s.

Smnpls Results

Quantfied value = lower
end of linear ¢aliliration
ranee and = EDL.

Report values and [ag resulis,

Flag associnged
rasults with *I” an
Fomm s

Sawiple Results

Compaouiel nol detectad.

Kzpeom values and Hag resnls

Flag nssociarad
results warh “1L7 an
Foumn s,

Mathive s

Outside jon abundance
valio QU Jinil

Report as EMPC

Flag associatad
resiles with I oo
Fonn bs.
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SOF Code: HAS-16654
Bevision: 3
Version Dare: 0111740

APPENDIX ?
FIGURE }
FLOW CHART FOR ANALYSES OF AQUFEQUS AND S01.1D SAMPLES

Dafine Marrix

Solid Apusnie
Preppa g11.0.1 Frevper §11.1.7

ke with L.eled Sk weill Tl
Standards

Stancar.ls
Eweorae per FLLL22
(7 R R
Concernlte
exirac]

Extuctper i1 201

Smiku wrich [abeled
C Len upx Siamdingds

¥

Sulfusie Aeoid
T lean I.‘IEI (0}
all.5d

g
Tl wps pav

5113 2ar11.3.4

L 2
Silica Gel Clenn
Cip per £11.3.4

Loeeniian per
B11.5.8
Gk witl: Laheled
[niztral Injection

Srandads
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S0P Code: HNS-1 6658 A
Fevision: 3
Yersion Dhare: O LLAIN
FIGURE 2
FLOW{HART FOR ANALYSIS OF TIS5UE SAMPLES

Homogzniz=
Sanyple g 31114

Stitrsomple par
slL14
Sprke warh Lalweled
Shitiiles i

Exirac) per &11.2 4

i pneenitats per
SLLAY

Lapide aualyaiz per
FLL.4

Sk wik Labelad

Cleqn up Srandimchs

Sulfurse A
Clenn Up per
ELL3L

e
L

Clan vip gier
$11.3 3 er 11,533

|

Saliea Geb Clenm
Up perall 24

Ceice)lrais per
BLL2S

i

Spilswih Labeled
Inresuis) Injecricn
Arandads
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SOP Code: HMS-1668A
Revision: 3

Version Date: 01711710

FIGURE 3

OCTYL COLUMN RESOLUTION TEST #1: SEPARATION OF CL-3 CONGENERS 34 AND
23WITH VALLEY =40% (1.E. 100X7Y < 40%)

T

ﬂ n:u 1 1-1: n ﬁz: 12 %
5 v
-
%
1 L
| | .
Ll Lot i’
x
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SOP (Code: HMS-16608A
Revision, 3
Version Date; 01 1110
FIGURE 4
OCTYL COLUMN RESOLUTION TEST #2: SEPARATION OF CL-7 CONGENERS 187 AND
182 WITH VALLEY <40% (LE. 100X7Y = 40%)

1 ITd  1TATY
1934199

1 18 193 192 13 ATT we ! i
4 (L1} i s im  igr! 1@ (L1 1M wi (%]

i
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SOP Code: FIMS-1663A
Revision: 3
Version Date: G1/11710
FIGURE 5
CB CONGENERS AT EACH LEVEL OF CHLORINATION ON THE SPB-OCTYL COLUMN
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Standard Operating Procedure
for
Sample Preparation for Black Carbon (Soot) in Sediment
By Chemothermal Oxidation Pretreatment and
Combustion / Thermoconductivity or Infrared Detection

SCOPE AND APPLICATION

1.1 Black Carbon (BC) or Soot consists primarily of highly condensed carbon particles
formed from pyrolysis (incomplete combustion) of fossil fuels, biofuel, and biomass. BC
is very stable and resists oxidation via biological and chemical processes. -t is considered
to be a major contributor to global warming, second only to carbon dioxide gas.

1.2 BC in sediment and soil can be determined by first pre-treating ‘the sample using a
Chemothermal Oxidation (CTO) sample preparation procedure. to remove interfering
inorganic carbon (carbonates) and nonpyrogenic organic.carbon (NPOC). The residue is
then analyzed for Total Carbon (TC), which represents the BC in the original sample.

Total Carbon analysis is performed-using a high temperature combustion Carbon or
Carbon/Hydrogen/Nitrogen (CHN) analyzer at 950°C or higher. Several different
instruments can be used: Perkin EImer model 2400-CHN analyzer, LECO Micro Truspec
CHN analyzer, LECO Macro-TruSpec CHNS analyzer, or Eltra CS500 Carbon - Sulfur
analyzer.

1.3 The lower concentration range for BC is approximately 0.05% (dry wt. basis).

SUMMARY OF METHOD

A sediment sample is initially dried at 60°C and then ground to a fine powder. A 10 mg aliquot of
the dried and ground material is'sub-sampled into a silver capsule for pre-treatment prior to final
analysis for BC. The sample.is treated with hydrochloric acid to remove inorganic carbon and
then subjected to heating ‘at 375°C in an air-purged muffle furnace to remove NPOC. The
sediment residue is then analyzed by an elemental CHN or Carbon analyzer. These instruments
employ direct combustion of the sample in ultra-pure oxygen at 935°C to 1350°C depending on
the instrument used. ~The carbon is converted to the gaseous phase as carbon dioxide by the
combustion process and quantified as a function of it’s thermal conductivity or infrared
absorption. Concentration is calculated from the mass of carbon detected after the treatment
process as a-function of the initial 10 mg sample aliquot.

Note that this SOP is intended to address the sample preparation process up to the point where the
sediment residue is ready for instrumental analysis. The quality control (QC) samples associated
with the preparation batch are defined in this SOP, but QC samples associated with the
instrumental analysis are defined in the associated SOP for that part of the process (i.e. CHN by
Combustion/Thermo-Conductivity Detection; SOP Code: TUCSON-CHN).

GEN-CHN RV Confidential
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DEFINITIONS

Analytical Protocol: Samples are analyzed in a set referred to as an analytical protocol or
sequence. Since this SOP addresses the sample preparation portion of the process only, the
protocol includes QC samples associated with the preparation only (i.e. Prep Blank,
Duplicate, and Standard Reference Materials — SRM).

Benchsheet: A form used to record the analytical protocol, sample information, and data.

DI Water: DI Water is laboratory pure water that has been passed through an initial
deionizing system followed by a polishing deionizing system (ultra-pure or nanopure)
producing water that meets ASTM Type | criteria.

Prep Blank (PB): The prep blank for this method consists of carrying a-blank silver capsule
through the entire sample preparation procedure, including addition of ‘reagents, reaction
steps, and heating/cooling steps. The purpose of the PB is to_determine the presence and
magnitude of analyte contribution from reagents, labware, other equipment, and/or
atmosphere.

Standard Reference Material (SRM): The SRM is a'standard that represents the matrix of
the associated samples being analyzed. For.the purposes of this procedure, an SRM that
contains primarily carbon, half of which'is BC (NIST,SRM-1650 — Truck Diesel Particulate
Matter), is used in lieu of a chemical-standard. To.supplement it, a sediment SRM (NIST
SRM-1941 or SRM-1944) that contains a.significant amount of BC is used to accurately
represent the sample matrix.. The SRM has_a-certified or documented true value associated
with it, so the analytical batch can be controlled for accuracy. The SRM is purchased from a
qualified vendor (National-Institute. of Standards and Technology — NIST). For this
analysis, the SRM is synonymous.with'a Laboratory Control Sample (LCS).

4.0 INTERFERENCES

4.1

4.2

GEN-CHN RV

NPOC is a potential positive interference that is removed by the preliminary heating at
375°C. As long as the temperature and heating time are observed, the interference is
removed.

BC values may. exhibit a high bias for samples with high concentration of carbonates that
do not fully react during the HCI pretreatment step. A more aggressive acid treatment
may be ‘required in these situations. Particular attention should be paid to marine
sediments-potentially containing shells, coral, and associated fragments.
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50 SAFETY
5.1  Follow all CAS safety practices as described in the CAS Safety Manual.

5.2

The toxicity or carcinogenicity of each compound or reagent used in the method has not
been precisely determined; however, each chemical should be treated as a potential health
hazard. Exposure to the compounds should be reduced to the lowest possible level. A
reference file of material safety data sheets is available to all personnel involved in these
analyses. Columbia Analytical Services also maintains a file of OSHA regulations
regarding the safe handling of chemicals specified in these procedures.

6.0 SAMPLE COLLECTION, CONTAINERS, PRESERVATION, AND STORAGE

6.1
6.2

6.3

Samples can be collected in glass or plastic containers.

Environmental samples can be adversely affected by biological activity and must be
collected, preserved, and stored using appropriate precautions. Preservation for BC
consists of freezing at -20°C or refrigerating at 4+2°C.

Holding times have not been established for this method. Samples should be handled as
detailed above to avoid degradation of the samples.

7.0  APPARATUS AND EQUIPMENT

7.1
7.2
7.3
7.4
7.5
7.6
7.7
7.8
7.9
7.10
7.11
7.12

GEN-CHN RV

Oven, 103-105°C.

Muffle Furnace, 4” x 4” x 6”, 375°C (with air purge capability).
Micro Balance, 1 ug sensitivity.

Analytical Balance, 0.1'mg sensitivity.

Stainless Steel Fine-Tip.Forceps.

Silver Capsules. (5 X 9 mm for micro CHN analyzer).
Aluminum Capsule Block for Silver Capsules.
Ceramic Boats (for Eltra CS500).

Refrigerator, 4°C.

Freezer, -20°C.

Mortar and Pestle.

Mini Ball Mill w/Tungsten Carbide Balls.

Confidential



SOP No. GEN- GEN- BLACK C SOOT PREP
Revision 01

Date:9/20/2010

Page 5 of 14

8.0 STANDARDS AND REAGENTS

8.1 Standard Reference Material, NIST-1650 Truck Diesel Particulate Matter.

8.2 Standard Reference Material, NIST-1941b Baltimore Harbor Marine Sediment or NIST-
1944 New York/New Jersey Waterway Sediment.

8.3 Hydrochloric Acid (HCI), Concentrated, ACS Reagent grade.

8.3.1 1 N HCI working solution — 17 mL of HCI into 83 mL laboratory pure water.

9.0 PREVENTIVE MAINTENANCE

General preventive maintenance is required of support equipment used in-this method. Follow the
equipment manual for operation and preventive maintenance.

10.0 RESPONSIBILITIES

10.1 This SOP is intended for use by experienced analysts. It should also be used for training
of technicians and chemists in the above referenced method, and as a reference for data
reviewers for data generated by use of this SOP.

10.2  Analyst - The analyst is responsible for:

. Performing the analysis according to the equipment manual, the method SOP,
QA/QC criteria, and company safety procedures.

o Properly operating and/or maintaining the equipment.
Entering the appropriate information onto the benchsheets and/or logbooks.

. Documenting and netifying the laboratory director of any operational problems or
failed QC data.

10.3 Laboratory Director - The laboratory director or his/her assignee is responsible for:

Training, scheduling, and supervising the preparation of samples.
Reviewing and approving sample data, benchsheets, and logbooks.
Reviewing the final sample preparation data for completeness.
Reviewing and maintaining the SOP for this method.

GEN-CHN RV Confidential
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111

11.2
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Initial Drying and Homogenization/Milling of Samples

11.1.1

11.1.2
11.1.3

111.4

11.1.5

11.1.6

11.1.7

Record samples to be tested on a BC Sample Preparation bench sheet form (see
Attachment A).

Transfer approximately 5-10 g of wet sediment into a suitable drying vessel.

Dry the sample at 60°C for approximately 18 hours. Remove from oven and
cool in a desiccator.

Homogenize the dried sample with mortar and pestle or ball-mill, depending on
the composition of the sample. Samples containing fine grain'sand and silt, but
no pebbles, can generally be ground to a fine powder using a mortar and pestle.
However, most sediment samples will require use of mechanical milling via the
ball mill to achieve satisfactory consistency (i-e. powder with consistency of
flour).

Weigh an aliquot (approximately~10 mg) of the dried and ground sample into a
silver capsule using the micro balance. Record the mass to three significant
figures (the nearest 1 ug when weighing >10 mg). For samples with high
Carbon contents (>50 wt%) use approximately 5 mg of sample. Use the
aluminum capsule block to hold the silver capsules. Note the position of the
capsule with the corresponding sample identification and record it on the
original raw data sheet.

Retain the remainder of ‘the dried and ground sample for subsequent 105°C
moisture determination so the final result can be converted from a 60°C basis to
a 105°C basis.

The sample is now ready for hydrochloric acid treatment to remove inorganic
carbon.

HCI Treatment for Inorganic Carbon Removal

11.21

11.2.2

11.2.3
11.2.4
11.25

NOTE - all of the following steps must be conducted in a fume hood to
prevent exposure to HCI fumes. Proper personal protection gear including
lab coat, safety glasses, and gloves must be worn.

Add 1 to 2 drops of IN HCI to each of the samples. Observe whether
effervescence occurs and note the corresponding sample identifications.

Dry the samples at 60°C for 1 hr.
Repeat steps 11.2.2 through 11.2.3 for samples that effervesced.

The sample is now ready for 375°C heating to remove NPOC.
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NPOC Removal via 375°C Muffle Furnace Heating

11.3.1 Transfer the aluminum capsule block to the muffle furnace pre-set at 375°C.

11.3.2 Start the flow of air at 1100 mL/min (2.5 mL/min per cm3 of furnace volume).

11.3.3 Heat the sample for 18 hours, remove, and cool.

11.3.4 Crimp the silver capsule closed and fold the corners to form a cubic or rounded
package using the stainless steel forceps.
Note: No further weighing is necessary, as the sample residue in the'silver capsule
represents the BC plus inert material (silica, clay, salts, etc.) in the original dried
and ground sample aliquot.

11.3.5 The sample is now ready for carbon analysis as' per.~SOP “CHN by
Combustion/Thermo-Conductivity Detection”; SOP Code: TUCSON-CHN.

120 QUALITY ASSURANCE/QUALITY CONTROL REQUIREMENTS

12.1
12.2

12.3

12.4

Preparation Blank: Analyze one PB.in ten.or less samples.

Standard Reference Material: ‘Analyze one each of SRM 1650 and SRM 1941b (or
1944) with every ten or fewer'samples. The SRMs must have recoveries of 80-120% of
the true value listed in the literature.

Duplicate Analyses: Analyze one duplicate in ten or less samples. A Relative Percent
Difference (RPD) for analyses should be less than 20%.

Any deviations of the QA/QC requirements must be documented on the benchsheet and
the Laboratory Supervisor .or his/her designate notified prior to submitting data for
approval.

13.0 CALCULATIONS, DATA.REDUCTION AND REPORTING

13.1

13.2

GEN-CHN RV

Calculations:

13.1.1 NA:

Validation:
The data generated for the preparation of samples for BC must be reviewed and validated

for completeness. The review of results is performed as part of the instrumental analysis
performed under SOP Code: TUCSON-CHN.
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Documentation

13.3.1 Record the start time and finish time and temperatures of the furnace and oven in
their respective logbooks.

13.3.2 Record the calibration verification of the balance in its logbook.

13.3.2 Record the information detailed on the bench sheet (see attached example).

SOP Annual Review

13.4.1 This SOP must be reviewed at least once a year to determine if\any changes are
required. This review is performed by the laboratory ‘director, laboratory
supervisor, analyst performing the method, and the QA office.

13.4.2 If changes are required then a new revision is prepared and issued according to
ADM-SOP.

13.4.3 If no changes are required, then each applicable person must document that this
SOP has been reviewed on-the front page. of this SOP. A memo stating that the
SOP has been reviewed and is still in effect issued by the appropriate Supervisor.

140 METHOD PERFORMANCE

141

14.2

GEN-CHN RV

Reporting Limit

The Reporting Limit (RL).for-BC is based on a 10 mg initial dry mass and an instrument
reporting limit of 0.005 mg of carbon. The RL is calculated as follows:

%BC = (mg carbon + initial sample mass, mg) x 100
=(0.005 mg carbon + 10 mg) x 100
= 0.05%, Dry Wt. Basis
Method Detection Limit
For data to be reported to the MDL, determine the MDL using the following procedure.
14.2.1 An MDL study for BC is conducted by analyzing 7 or more replicates of a low
level SRM or a small mass of an SRM with known BC concentration. For

example, a 1 mg mass of SRM 1641b yields approximately 0.006 mg of BC. This
is an appropriate mass of this SRM to conduct an MDL study for BC in sediment.
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14.2.2 The MDL is calculated by multiplying the standard deviation by the Student’s t
value for n-1 degrees of freedom at the 99% confidence level (3.143 for 7
replicates).

Initial Demonstration of Capability

Before analyzing client samples for reporting purposes, the analyst must analyze four
sample/sample duplicate pairs.

14.3.1 Analyze four SRMs.

14.3.2 After analysis is completed, calculate Recovery. The recoveries of .the four LCSs
must be 80-120% of the value in the literature.

Practical Range

The practical range for this method is 0.05% to 100 wt%.

Precision and Accuracy

See section 12

15.0 POLLUTION PREVENTION AND WASTE MANAGEMENT

151

15.2

GEN-CHN RV

It is the laboratory’s practice to minimize the amount of solvents and reagents used to
perform this method wherever technically sound, feasibly possible, and within method
requirements. Reagents are prepared.in volumes consistent with laboratory use in order to
minimize the volume of reagents for disposal. The threat to the environment from
solvents and/or reagents used in-this method may be minimized when recycled or disposed
of properly.

The laboratory will comply with all Federal, State, and local regulations governing waste

management, particularly the hazardous waste identification rules and land disposal
restrictions as specified in the laboratory Safety Manual.
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16.0 CORRECTIVE ACTIONS FOR OUT-OF-CONTROL OR UNACCEPTABLE DATA

16.1

16.2

16.4

Corrective Action:

The corrective action process is initiated when data quality problems are observed or
suspected. These cases include incomplete documentation of sample preparation process,
deviations from the prescribed process, or omission of required QC samples.

Quiality Control Failures:
Quiality control failures associated with the actual sample results are handled under SOP
Code: TUCSON-CHN.

Nonconformity Documentation:
Out of control events, conditions adverse to quality, are reported, documented and
corrected. Out of control events (OOCE) may arise from the failure.of'a process, human

error, non-compliance with requirements, inadequate controls, or sample matrix

problems.

16.4.1 Data quality issues must be documented on the analytical raw data and/or the data
review checklist. All appropriate. data qualifiers must be added to the final
reported results.

16.4.2 Problems that arise from “actions. under laboratory control (incomplete
documentation, omission of QC samples, etc.), affect more than one batch, are
more serious in nature, or are indicative of an ongoing problem are documented
on a Nonconformity and Corrective Action Form (NCAR).

16.4.3 Appendix B contains copies of the NCAR. It is filled out by the person

identifying the event: Corrective action may require consultation with the
Department Manager, .the QA Manager, and the Laboratory Director. The
corrective action.is.then approved by the Supervisor and/or section Manager. The
QA Manager.“gives final approval, and if necessary, provides to Project
Chemists(s) for client notification. A copy of the form is kept with the raw data,
in the project file, and the original is filed in the QA file.

170 CONTINGENCIES FOR HANDLING OUT-OF-CONTROL OR UNACCEPTABLE

DATA

Any eventithat arises and does not conform to what is expected either by the instrument or the QC
generated. An NCAR must be filled out in order to document the corrective action measures
In addition, the Laboratory Manager and/or the individual Project Chemists must be

taken.

notified.

GEN-CHN RV
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TRAINING PLAN

19.1

19.2

19.3

Review literature (see references Section 18). Review the SOP. Also review the
applicable MSDS for all reagents and standards used. Following these reviews, observe
the procedure as performed by an experienced analyst at least three times.

The next training step is to assist in the procedure under the guidance of an experienced
analyst. During this period, the analyst is expected to transition from assisting, to
performing the procedure with minimal oversight from the-experienced analyst.

Perform the initial precision and recovery (IPR) study, or initial demonstration of
capability (IDC). Summaries of the studies-are reviewed and signed by the supervisor and
quality assurance program manager. . Copies are maintained in the employee’s training
file.

METHOD MODIFICATIONS

None

INSTRUMENT-SPECIFIC ADDENDUM

None

CHANGES FROM PREVIOUS REVISION

None — new SOP:

GEN-CHN RV

Confidential



SOP No. GEN- GEN- BLACK C SOOT PREP
Revision 01

Date:9/20/2010

Page 12 of 14

ATTACHMENTS

23.1  Appendix A — Example BC Sample Preparation bench sheet.

23.2  Appendix B - Form for documenting nonconformity.
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Appendix A
Example BC Sample Preparation Bench Sheet.
Columbia Analytical Services - Tucson, AZ Analyst:
Black Carbon (Soot) in Sediment and Soil - Chemothermal Oxidation Pretreatment Analyst:
Gustafsson, et al, 2001 Analysis Date:
Analyst Review]
Supervisor Review:
Air Dry Molsture Determination Residual Molsture Dy inati Thermo Oxidation Pretreatment
Heating Method Temp °C &:“n?’“ E“:.::" Heating Method Temp °C m.r':::“e E“:'::" Heating Method Temp *C W,I;‘n::m E":::" :LF:::
oven B0 oven 105 Muffle Fumace 375
Alr Dry Moisture - Residual Moisture - o — HCI Treatment —
r Dry Loss, @ o Sample &
Cruc. EWet Cruc. & Cruc. & Wet| © & Step 1 Step 2
Sample Lab Number | cruc.wt. “'g- LS SRS L | Moisture | cpuc,we, | SN LR FEE S | Moisture | Molsture m;"ﬁu Welght | v ve| Efforvosce| TrOTeR
a g a Wit a a a9 Wit Wil mg yes! no yes / no yes /no
Columbia Analytical Services, Inc.
3860 S. Palo Verde Rd #302
Tucson, AZ 85714
520,5733.1061 Page___ of Benchsheet - Black Carbon Prep.xls, S/23/2010
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Appendix B
Example Form for Documenting Non-Conformance.
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